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Medicine comprising substituted benzylamine, having inhibitory 
activity of ileo type bile acid transporter, useful in the treatment of 
hyperlipemia or arteriosclerosis 
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NOVELTY 

New inhibitor of ileo type bile acid transporter comprises 
substituted benzylamine group, their pharmacologically acceptable 
salts, their ester or their derivatives. 

DETAILED DESCRIPTION 

New inhibitor of ileo type bile acid transporter comprises 
substituted benzylamine of formula (I), their pharmacologically 
acceptable salts, their ester or their derivatives as active ingredient. 
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R\R^ = 3-lOC cycloaUcyl which may or may not be substituted, 6- IOC 
aryl which may or may not be substituted or heterocycle 
which may or may not be substituted; 
H or a base selected from e.g. halo, 1-6C (hal6)alk:yl; 



R^R' =1 

A = a base of formula (i) or (ii); 
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B' = a single bond or 1-6C alkylene; 

Ati and Axi = heterocycle substituted with oxo or thioxo 

D = a base having CH or nitrogen atom; 

E = O, X, a base having -NH- or -NHCO-; 

F' = a single bond or 1-6C alkylene. 

ACTIVITY 

Antilipemic; Antiarteriosclerotic. 

MECHANISM OF ACTION 

Ileo type bale acid transporter inhibitor. 

USE 

(I) is effective for the prevention or treatment of hyperlipemia or 
arteriosclerosis. 

ADVANTAGE 



(I) has excellent inhibitory activity of ileo type bale acid 
transporter. 

SPECinC COMPOUNDS 

Typical examples of (I) are 5-[3-((l-fluorophenyl)ethylamino)-(4- 
methoxyphenyl)methyl)benzyl]thiazolidin-2,4-dione and 5-[3-((l-(4- 
chlorophenyl)ethylamino)-(4-methoxyphenyl)- 
methyl)benzyl]thiazolidin-2,4-dione of formula (la). 




EXAMPLE 
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To isomer A (510 mg) of 3-[phenyl-((lR)-l- 
phenylethylamino)methyl]ben2aldehyde dissolved in toluene (10 ml) 
were added 2,4-thiazolidinedione (280 mg), piperidine (0.03 ml) and 
acetic acid (0.02 ml), and the whole was refluxed with heating for 3 
hours. After ordinary work up, free isomer A of 5-[3-(phenyl-((lR)-l- 
phenylethylamino)methyl)benzilidene]thiazolidin-2,4-dione(650mg) 
was obtained as yellow oil. The obtained free isomer A (650 mg) in 
ethyl acetate and 4N HCl-ethyl acetate were mixed to give 
hydrochloride of isomer A as yellow powder (530 mg, m.pt. 189- 
19l"C). 

DEFINmONS 

Preferred Definitions:The inhibitor of ileo type bale acid 
transporter preferably comprises substituted benzylamine of formula 
(F ) or (F ' ), their salts, their ester or their derivatives. 





R' = phenyl, 3-fluorophenyl, 3-chlorophenyl, 3,4-difluorophenyl. 3,4- 
dichlorophenyl; . 

R^ = phenyl, 4-fluorophenyl, 4-chlorophenyl or 4-methoxyphenyl; and 

R2andR^ = H. 
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^ v'v'va^^^ Qt± -CH2CH2, 

-CONH- -CH2CO- ^^^b ; n \t 0~ 5<^S^5r^L ; 
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1) V 

»Meife«>]^<*T 5 / SSr^ b ; Qtt -CHgCHg- -CHgC 

0- , -COCH2- -CH2NRS -NR^CHz", -CONR^-, Rt? -NR^ 

L<ttil«tfe<©^Vi^yVS. ^yxt Ky/WS. 4 ~8 

T^-vVf^/Vg-CfeS^SN -NR^R2;45 1,2,3,4- xh7t 
Ko-r y^/ y =/^SXf41-*/^* y /ST?ji>(5 ; n 
0, 1, 2, t?fc 9 ; Q -CH2CH2- -COCHg-, -C 

HgNH- mf- -CONH- *»e)*5W:6>5)»«tv5S-efc 

!9 :W }iWmS?r*1-Sl-t'-^yi^=->'i-S. SSiSSrW 

1- Si-t°^7 v^=-/v«. B^S^W-rsi-fta y 

■efclP ;Y :dSl-?-7^/WS, 2-^7^/PS, ^aii^/P 

l^y^l'S, 3,4-i^;5'nn73i->'VS, X»3-'f'VKy/V 
; R^SVR^iiS^-tb^nifiSCtrTK^M^ (l^l^tr 

^VXt Ky/^S^ tert- •f'J-iV^^ ->^u^^i^/U 
S, 2-^ h=¥->^Vi^/l'S, l,2-i?7ct-yV3Lf^/VS, 

/um-Vh?>ii\ -NR^R^;as 1,2,3,4- xh7t Kn-t'y;^!^ 
/ y =./vmxm-=e/i-^ y / 9 ; n liS 0, 1, 2, 
Xf43 -Cfc t) ; Q ;JS -CHaCHg- -COCH2-, -CHgNH-. S 
0? -CONH- it)^b^imi)^bmti*l^mTh<(> ;W !6S4-T 

^/l-4- ^iS^/Wl- If^y -i^^/VS ; 4-^/VA^^/V 
-1- tr^7i^=-'^S ; 4-T-fef->'V-l- f^9i^->'i'S; 



4- ;t=^y-l- f^y 4-fc KDdE-v-4- 

/wi- f'<y ; 4-t Ko i?-<y if-zu 

S ; 3-T-fe^/V-T 5 / -I- If D y ; l-7=-/W 

-1, 3, 8- b y T if-4- 3}-^ y f D [4, 5] X * ^'-S- 
/V-S ; 4-(2-:t=3ry-l- fn y P=:l/V' 

[»*«4j X Jjs^e-g-, ^^WV (-CH2) , Xtt'f 

3. 4-i^:J' D n 7 a-yUS-Cfo tj ; R^^OM '^•/W 

5- e*)*), d^oR^iSJ^Vi^yvST-feSK X\t.-m^R''i^ 
1. 2, 3, 4- X h 7 1 Ko-r y ^y y <0 ;ni)^ 

1 ;Q *5-C0NH-Xtt-CH2CH2--Cfe ►) ;W i)H-T± 

f-;l'TS.y-4- y3i~;u-l- if ^ y i^^./WS, 4-T-fe^ 

- tr-i y 5ft*« 3 tciB«ro{k^«!»o 
[lt*«5] it*«lJ'iV^L4<^^^i'^^^»l«^^:|B« 

[0 0 0 1] 

[0002] 

m^(r>ms\ ^-mmwA^m 443132 ai-^jch, 

(tachykinin) U'iry^— • TViJ'd':^;^ hf^ffl^ 

^rl-sy'n y/w-^-7^yvT7-:^T5 KadSH^^tvx 

*Jt). FK-888 iVyl/y^-^- t KDdf-i/-i-((i 

- y^ 'f-A^m-yf X K~/W3- -fyv) */WjK=>'WL- 
y/W-N- y5^yW3-(2-f-y^U:=yv)-N-( 7 = ri;vy^ 
/l')-L-T7->'T5 K] d5A<^6«)»Ci![^$n-CV^5o - 

locos] 

10 0 0 4] 
lit 2] 

[0005] X tt^ilt^Sr^f *\ ^l^ 

^ L < ^ilttmcOT y -/PSXtt^T' n T y -^WSS:^ 
b ; R'2iO!R='tt^rn^ti4aiz:t::ffiiKT/Udr;uS, 



icam^ L- < l4#iaJfe»S<^T 5; / S5r^ L ; Ql* -CH 
2CH2- -CH2CO-, -CX)CH2-. -CH2NR^-. -NR^CHg- -CONR^" 

SSr^l") ; n O^^iV^L 5<7)S»^^L ; W 

to 0 0 6] *3SM©»*LV^«8«i: LT, XAS*J|g 

i^/W*. ^:^Xt Ky/PS, 4 ~8 MlSi/-^ P T/V^/'W 

5i», -NR^R^^iJS 1.2,3.4- 7^ b7 t Yn^ / 
aX(41-*/W*y yST-fc«5 ;n >iS O, 1. 2, X«3 t? 
fo ; Q ;6S -CHaCHz". -COCHa". -CH2NH-, X0« -CONH 

- li^hfa^mt-^hWil^^m-rih'O ;W ;as@mS«r*1- 

[0 0 0 7] $e>lC^f*LV^jifi|t LT, X ^S^ig^, 

2-f-:t=/us, 4-^Ti/y/v-s. -rvFy/w». a, 

4-e7^ D o 7 i^/pS, Xf43--Y V K y /wS-Cfc t) ; R^ 

/I'Sx tert- :/^>'WS> D-^df-iy/wS^ 2-^ h^i^ 
'<ys;'/US, l,2-i^7 3:c=./U3i5'yVS, 3,5-5^hy7;W 

-NR^R^yJJ 1,2, 3,4- h7t Kn^ y^y y ^/VSX{4 
l-*/^/}^y /S-efe«J ;n *5 0, 1, 2. Xf43 "efo 9 ; 
Q iP' -CH2CH2-. -COCH2-. -CH2NH-, 'SlU- -CONH- t^h 
>fc5i^A»?>ilrtix5»-Cfc*) ;W ;6J4-T-fe^>'WT5 y-4 

- 731— /Wl- f'^y ; 4-T-fef^>'W4- 7 31= 
/P-1- tr^y i^n/VS ; 4-*/PA*'f'/'Wl- t'^yi;::^ 

/WS ; 4-T-fe^;i'-l- y£^yi>~>v^\A.--ir^V-\- f 
^y i^^^/WS ; 4-t Kodf-i/-4- 73:s./v-i- t!>^jj c? 
n/WS ; 4-t Kn ^-^-1- tr'<y ; 3-T-fe'?'/W 

r ? y -1- If n y i^r^/va ; 1-7 31 3, 8- h y r 

•f-4- ;^^y;^t'a[4.5] x*V-8- -r/V'S;4-(2- :t 

=s^y-i- trc y i;=/u)-i-if^y s?=i/wS-cfc5±IS{ls 
X*s*ie^. pf^wy (-CH2) . Xtt'T 

;Y t^2-'fy'f->vm. l-:^7^/^S> 7 
3i=/WS, 3.4-i^^'nn73:=:ywS-Cfct) ;R^;4Sy^>'V 



1, 2, 3, 4- r h 7 t Ko-f y ^y y =yWST?fc f? ; n ;dS 

1 T-&»9 :Q ;6S-C0NH-3Z.I4-CH2CH2--Cfc ;W ;4S4-T-fe 
^>'VT$y-4- 73i=:/V-l- lf^yv?=^vS, 4-T-fe^ 
iV-\- \^^yi>^)^^. Xtli-T±'J-^i^-4- 73:=^yw-l 

[0 0 0 8] ±f2©-|s:S;j::*3v>-c, x 

Y -C-^$n5««i«U<l4«EgiftOTy-/l'£3Z.»4'^7^ 
aTy-/uafcdSiK»i|g-g-LTV^5;itSr5%f. *ISI^ 
o{b-e^fe-x?tt. X i^mm-k. ^^wvS(-CH2-) . Xtt 

[ 0 0 0 9 ] Y »T y -/VSXtt'Nf'aT y » 

*L<H: Si'iVLlOM^^^rl-STy— /wSXti'-'T^n 
T y i t) Atjs^Jl-tt. Y t L.T«m^ L- 

7'f'A'Wi^(r> 5jfeV>L10MS^«-t-5Ty-/US ; 

y K-/w> ^ L < fi-t" 5 1 Xt4 2 JJl±ro 

Sr^i-S'-x o T y -/vSJS^^fflv>5 r t :a5-Ct 5. 

ilEror y -/wsx^^r- Dry -/wst*. ^Jx.« 1 * 

fctt2£A±. »*L<ttl~3fiO««IS^Jr*-LTV^-C 

^/VS. teiftT/Va^VS. 7 2/*. it*. H*, 3!> 

*lS^-Cfo5/>ny>'il^. h y 7/l':tDy f^/uS/iif 

^Si.r>v^)\^m^^\^< \mm^<Dr 5 y s, y ^vi^i^ 

rcDip'fcTy-ywSt U-C. gSI«L<ttl«l«m©2- 
:^7^/^S^L<^41-^7^/^S, «»«l73:c:iyvS, 
3.4-i?^'nn73i— /VS. k Kndf-$/73:n 

ryy/us. -rvKy/vs. -r^yv'y/i^s, t°yv?n 
/w*. 7y/wSj^cifro^7"ciTy — /wfi^ffiv^sr tiS^ 
-c 1 5 ds, m p) <r>-^'r or]} L < r±* 
gife<Dv>Tti,-ct>J;<. ft«<^fi:g-ex lcife-g■L-cv^T 
t>iV''o r*i,^(D5*>. 2-:^7f-/^S. 1-^-7^/vS. 
Xtt3. 4-i^j!' n n 73:-/WS*W* U< . 2-^79=-/VS 
X«:l-?-7 f^/v-SiiS i •? L < . 2-^-7^/i'S*s#{c 

[0 0 10] R^Stm^ri. ^rtv^MSSEfc. 
fiSlT/Vi^/WS. T7/V'=Jr/WS. ->:?oT/V=Jr>'l'S, X 
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/P. n->^^/V. ^y^'J-^V, s-:/f^/P, tert- 

f-zw^f-zw. 1, f-yWy^^/K i,2-i^/f-/u::^^ 
/K 1, f-zVy^^/K 2, 3-v^p< ^/^>^^ZK XJi:2- 

[0 0 11] R^SU^^;$5^-rr7/var/PSt LTtt. » 

«-<>-e;?ZVS. Xtt2-p^ h=^v^-<i/S?ZWS«L<tt3,5- 
if;^ h y y;virn ^ ^zv^^^v^zi^SJte t*<7)agi^>'i?zv 

^>^Xfc Kyzi^S. l,2-v?:7air:/Uaif-/PSJtifSr 

i/i5^n^:/^7i/g^ ViJ^n^^iXzvS. T^-^V^zvS 
Offex r^^fcO^/^^^TzV:^zvS^C'Pilx.^^ lXJ12JiJl± 
oy^z^S. :^^zvS^(OfijKTzv:3^zuS;55jg|tfctt 
Wyi^^T/v^A^^ (yf'zW^'^^ni/nlfzvS. i^y^ 
zWiJ^nT'nbWS. 2-y^zW>'i^^P:/^zl-S^) 

[00121 R'^m^;65^i-««I^L< fi:««^(DT y 

-zPSxfi-^T n T y -zi^st LTtt. immm ufc 

ifSr^VN^^t^d^TtS. R'XU^R2;dS-^i^/^o 
»<^S2KT^yS5:?|^^bTt<tV\ «3Jx.a. -NR^R2;d5 

1,2,3,4- X K^t: Kn-ry^^f-y yri/p^, ^zv^^yy 

2,3-v^b Kn- ^ y>r Ky zV^T^if 4rfl^figbTt> 
[ 0 0 1 3 1 Q M: -CH2CH2-, -CH2CO-. -COCH2-, -CH2N 

rS -nr^ch2-, -conrS JSa^ -m^co-t>hfs:^mt^h 

iS«Tzv=i:^i/:*zi-5Knzv£SrS^1-o 

fi5>«^^*-r^Tzvr3^i/SS:VN5, <ti9A*^«llcfi. 
<S^rzv=idev/;^7/PxK:^/i.S(D<£&Tzi^=3^^>Si: LT 
tt. y h^ri/. 3: ye^i/, n-:/P2K=^i/, <y:/n7Kds^ 
S/. n->^h=¥S^> -iy-fV^Z^^ s-:/b^i/, tert- 

h^v, n-^yy^^y^ -{y^i^v^i^^ 2-y h^^i/:/ 



y=^i/. -f y-^:3eydei/, 4-y h^^e-v-. 3-y 

^zv^yh^^i/, 2-y f-zw^vh^s^. i-y^zi^^yb 

3,3-s^y^zv:y h^iy, 2,2-v?y^zu:y 
1, i-v^y^z^:y h^rv^. i,2-s^y^zu:y b^t/, 1,3-v^ 
y^zu>^h^v^, 2,3-v^y^zv:y Xfi2-3i^zw 

H:*^lSli^*;fctty5"zwa'^fc5ri:;6S»*bV\ n \t 
O'-s (dS*, »*b<(i o~3 . <i:J9^!f*b<m* 
fctt2. 4#Jc»*b<ttlSr*-ro n fp^oirff^-i-m^. 
±iao Qt W («ifeSSr*"f5^'rni/^'nTzi^=^^zv 
S) ttt¥^$'g^Sr:frbTii[^jg-g^bTV^5ri:Sr*1-o 
[0 0 1 4] W ;d5^-rS^S^*1-5^xn£/^nTzP 
=3ezua}t. l4fcJ^2£il±(0-^xPig^. »*b<(il 
*fcfi2£Jl±<0^mj[l^, J:«9»*b<Ji:l*fcf:i2ffl 
(O^^H^Sr^tfi^^ nTzu=^zvSTfeoT. S±fc 1 
* fc (1 2 ft i^±ott#<^B^»^*r ^ coT*fon«4# 
(ciSS^ti^r i:l^/iv\ ^^Pv-^nTzw^zwat b 
Tli. 3-'8 »*b<Jl 4-6 4*1- 

»*b<H:6MS*Mv^5ri:;6S•T?^. cb9*^*:«t 

T-^^i^^/. fc-pys^^/, t'^pyy. ^^^j^yyi;? 
fc^^^yv?^, fc^-^^i^^-. ^zv^j^y^-, xtt^;^^ 
zu^y:/> ^er*b<(i. i:"*^y^:^>-, \f-< 

PV'>J^PTZV:^ZVafi, $f*b<f^. :^^PTZP:3f-/VS 

{c-^*ix5-^xPlg?'. »4 b< It^^JS^-Jc j:oT- 

[0 0 15] -^T^P-iy^ pTz^^z1/S<7)^tp pT 
zw^zvS±(-Bife-r^e^«(i»t-Pfife^4x/j:v^;d5, - 
fiai^r^tfnrf. y^zvs*jf(DffijRrzud^zus. t-^^ 

zwS^c^ifcDffi^Tzv:^;y^zvS, T-fer^zvT^ y S/^^ 
(?5te®Tzi-;^ y zVT ^ y by :7z^:tP y ^zvS?i 

ZVS/c^if(7)ig:^TzP::3^i/'*ZVJ}?:=^ZPS. ^ZPTjC^i/ZW 

:7 a: ri/va/jt if os^« b < tt«8tti^<DT y -/vm 

bfc <t 5 /c?«»ScQ 1 2 atJlilc i 9 $ e> 

;05-e t 1 2 £Jl±offiE(^--7^ pM^-St 

#bTV^-Cfc<tV\ -^T'Pi/^J'PTzW^^zvSi 
fcBJfe-fSaiJiSt bTtt. ^"TPi^^pTzw^zv^t 
J^fc^P t/cfofc^/^PTzV=^zHS^fflV^Tti;V\ ^CO 
<t5>it»^. y^t-n tp^^^v-iJ^PTzU^^z^Sttl^fcfi 
2£Jl±0^7^Pi^i^. ^f*b<fil*fctt2ffl(O^^J!S 

^bfca«i«<Ola4fctt2ttJ^±Sr*bTV^T^><t . 
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to 0 1 7] 
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H^-V)-, oo-. d-d- 



0 D 
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[0 0 18] :¥^^m<Dit^m(Do'^s X t^f^^. 

;vS. ^Vv^/wS, ^vXb Ky>^vS, tert- 
a, ^y^xi^^V)V^^ 2-;^ h^->^>'i^;vS, 1,2-i^ 
y a: 3, 5- If >^ h y y p y i> 

/l-S> 3^J^r^v:x^/WSTfo^^\ -NR'R^;&5 1,2,3,4 

h^\'C^m ;nt> 0, 1, 2, Xtt3 T$>Sfb^#/ ; Qd5 

-CH2CH2- -C0CH2-, -CH2NH-. RXJ^ -com- -vhitit 



^yx^:=^;V^ ; 4-:^-^y-l- tf^y ; 4-fc Kn 

:^i/-4- :7a:r:/w-l- fc'^y i^^cn/uS ; 4-b Kn:^v--l 
- ; ^ / -1- tf n y i;:=:/W 

S ; l-:7 mri/Wl, 3, 8- by T1f-4- y ;^ fc'n [4, 
5] y';^>'-8- >f /WS ; 4- (2- :t^y-l- y v^n/i^) 

[0 0 19] ifc. ;itifc(^)5ib. X fi^mm^. ^^yy 
y (•-CH2) . ^\t^^^U=i-^h^\\L^m\\ t^2-^y 

>'i^>'VS-Cfe53!i\ X(i:-NR^R^:dS 1,2,3.4- x h9 t K 
m ; Q ;d5-C0-NH- Xtt-CHg-CHa- X*hi>it^^ ; W ;654- 
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[0022] 
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lO 0 2 3 J *^M<D±E'fk-a■lfe^C*3^^T, Q RXf Xifi 
[0 0 2 4] 4fc, *:|8MtO{li-a-'^tt»JfeS(Daig(ci 

f4> -^-hyi^Aifi, *y!^^ia. yf^^^^ia, *>'Wi/5' 
Ai[«?©^jRia> rv^^iJ'Aia, *yp«f-/vr5i^-^ 



® 




Bn 



[0 0 2 5] immm\(omm^x,i\.\i. ±E(o{b-g-!^ 
[0 0 2 6] im'i^(n{c^m\^^-^^iy^h-U(o\\L'^m 

[0 0 2 7] 

[^uel 
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I) 




(b) 



0) 



zN cmfff 

H 
(2) 



(3> 



(4) 



(5) 



10 0 2 8] ±|2<D;<.^-Aif, X fl^^-a-Xf*^^"^ 

Z tirs./m(D^m&. hal «:^>oyvB^«r^ 
•fo (1) ■vm^ii^i\:^¥0(Dr^/m(O^mm-i. ±IE 

rt^s-etSo Boc oaiAtcd, tBjx.«by:i:^>'i'T$ 



@(a) ttT $ yit-tmam^s!^) t ^/ujH^-wu-St wSg 
fir<cx.«J;v\ xm(b) Jd^^oTfiiSIS Zi^K* 

[0 0 2 91 XS(c) hal-(CH2)„ -CO-X (halS.1/ 

X H:jfil|?l^^t?fe«3. n f4»*L<H: 2 

K#:?Sr> »*L<H::£S©#i£TI-'fii-g-'^(3) 
•frS, #P>*Lfc:{li^(4) tcr^Vft-^ifel (W-H: Wt4± 
ia<Di*3t)-eS>5) SrSl£:$*5rttcJ;t)*|gifl®{b 

-CHJS**, -^TfT^^, xe(f) ^i^^or#bJ^fc^b-a■^^ 

(6) (^»LTT5^-'fb-g-!fel(W-H) ^»*L<I4:S»CD# 

[0 0 3 01 
[-(1171 



11} 



(3) 



(•) 



(f) 



(6) 



(5)* 



(3) 



(g) 



lO 0 3 1 J TI2(OXdf-Afc?6olfP 



[0 0 3 2] 
[<IS8] 
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Ill) 



(i) 



(h) I 
(3) . VO-<CH,)„-{/\^,^ 

(8) 



(9) (10) 



(fc) 9 



(11) 



(1) 



■-(CH2)„- 



[0 0 3 31 xm(h) -eii, L< 

!?i>.^£if) <0#&Tt- V-0-(CH2)„ -hal (hal 

tKJ;t«, 7^h7t Knt°7=/i'S(THP)^iif(^<% 
ilSSrfflv>5wi:*W*LV\ THP SriSSSt L■tfflv^ 

fctfra-ictt, xs(i) \c^\>^xm9mi-i:it\cx*)m 

m^^t-^mm ?r#5rt;55-e#5. ^©m. XS(j) 
{Cits o TT 5 y S^^i!?:^ Lfcfk-a-ife (10) >&xe (k) OS? 

^bs*&j-#LTT/vxt vw(M)\m^-t^o xm(k) 

OK^bS«?©«i5ait UTtt. (Cl3C0)2C=0, DM 

SO, RX}^V^)s:.^fVT^l^<r>mf^ty^. XI4->=.!?K 
n 7^ K> DMSO, h y ai^ykT 5 

y 5'Ai/7'/J}?o>'N-1' KW— KNaB(CN)H3) 0D# 



(b) 



W— (CH2)„— 



T^y-fli) §-frT^k-g-!fe(12)t X@(b) iC 

^oTT ? /s<DJlji^ssl^^T^^*l8M«'^^:•g•«J(l3)srS^ 

(k) ©^{tsjcsu^xea) oMTEWT^/'ftsiiStrio 

isj£$ti^iv>ds. ■esjitt, Boc ^ ifii^(o>m^^mm 

lo 0 3 4 J :^W^<o^t^m\c^'^^i\>i>-U<r>it^t(ii 

to 0 3 5l 
lit9] 
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1} 



(a) X 



C14) 



^Cfi. H ^ 



(n) 



O0NRIR2 



(15) 



V— 0— (CH,) 



(16) 




'C0NR>R2 



-(CHj)„-L 



CONRW 



(17) 



(k) 



>«»ip1bZ 



-OHC 



(18) 



C0NR<r2 



(19) 



(15) 



(b) 



./If 



T— (CHj), 



CONR'R^ 



(20) 



(o) 



(18) 



(17)-^ L 



-(CH,)„4^ 



(«D 



<m) 



(17)' 



mm 



(15) 



(19) 



10 0 3 6] Xa(a) nr ? Wk^il&Srfg'g-^^SXS 
^, iiS-a-#:(15)SrXS(m) K'^oX V-0-((3l2)„ -L-C^ 

t&(i6)4rjajgL, rro-ft-a-ife^^s^scDiuifiiMxs 

CI t {iii 9 ^mmciit-^s^ (19) i i: t 
ifSrfflv^5rt;JS-t?t, T/v=^/Hk^®XS(i), (k), 

[0 0 3 7] ±U(Oi\:^mi5)i:T/^^^Mm T 

-<CH2)„-i-L tS*&$-arfc^. T>'^f*t KS©»SSS: 



.©^l:-g-«^(19)SrS!jt1-5ri:;iS-et5. fiia$^^fcr/^ 
■r t KS(T) i: hXit (-0CH2CH20-)CH-^(CH30)2CH-?'i 
if(07±^—/^^^:^tltzT/\^t KS-^ R®0-CH=CH- 

(R^ nfmr;v^;i'mf£if<Dm.mm^m-) fif^o^m 

$*vfcT/i^fc K*Srfflv>s::t*s-t?#, XS( o)o|K 

W7KKSSrXS(p) {;it¥-3Tj^ilfili^m-t-Sd\ S>5 
V^tt. it^mi5)^7f^^Mtm L-(CH2)„ -LSrfflV^T 

xe (n) 7/x^^Mt i^xit^mur ) (c^jfe 
$p><cxs(d) jct^oTT5 wb-a-!^(w-H) 

SiticioTts *liie^o{t:-a-i^(i9)Sr$!{3gt- Sri: 
;5St?tS. 2K»««^6)JI5i«IS'^<7?lEmxe(p) fc*5V^ 

y i^V/fc^) co#^ETtc:;)< i/yv^ o y K(MsCl)->^pJ 
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[0 0 3 8] *fc. mmtLxit't<\i!)ai)i:^\'^^^t 

/HbU, #e.ix;fc:3i;^7'>'W*|s:(21)SrXS(iii) Jct^oT V 
V) 



-0- (CHg) „ -L-e^ § 5 T/V^MtM tR^^^^X T/V 

*s^s<Dii5iiftgix@ (i). mt-iM (k). ^tj^aiTcWT 

$ y{l:XS (1) lC#bT{k'g-#)(25) SrKit-f-So r ^xb 
J:«)ff^«iv>. xe(s) j::f^oT'fl2^«j(25) 

{^ft # ^.ttfcik-g-tl (26) 5 i^-fli-^!^ (HNR^R=') t 

xS(a) (ct^o Tili-a-i-5 i i: id i 9 \t'^m (19) 

[0 0 3 9] 

[ftJiol 



(n) 



(14) 



V-0-(CH4)„-l^ 

CO2R 



(21) 



(22) 



(i) 



(23) 



OO2R 



0 

(k) II 
— — ► HC 



OO2R 



(24) 



(a) 



(25) 



(26) 



t-(CHj)„J[^ 



CON<" 



(19) 



[0 0 4 01 L-c-!'ni^i6i^:x;^x/Pf|» 

JbfHW;^=3r-A{it^orR,T-fe:i5'-/V'Xg(o) 

mmr 5 / {bxiSd) srST{ii-g-«5 (19) \^mk'f^ ^ 



tfcTtSo fb-g-4&<20)tt. 'fk^!^(49)Srxe(m) 
oTr/Vdf/W^k^flJ T-((3l2)„_i-L tStSS-fr^ 

ft^ife(50)^Xe(n) {C?toT:S©#4T-e (0!l;ifiDM 



3i;^r/Hl2$-B:-C^t:-a-!^(5i){c^mL, ^■<7D«(ciD7K^ 
»XS(S) tr5Wb-a'tl(HNR^R^)t<0i!i-a-xm(a) Sr 
g-CSSlitl-Sr t;i5-C#5„ r©;^=Sf-i^fOX@(in). 

(s). &i;'(a) , m.mm.r^9-fv:m.{.o) 'Btxmit 

[004 1] 

[flsiil 



V-2) 



(49) 





(a) 



[0 0 4 21 ^etcfiiTw:^^— A U'^-i^+olB-i- 
LT;^c56WO<b-&-«i (32) ■^Wkt^ r i: So -f* 



VI) 

V-0— (CH2)nt,— COjH 
(27) 



(a) 



t>%. ■fb-^!^(27)d^P,X@(a) »C?^oTT5i^'fli-g-4&(H 
NR^r2) t SrfTV \ # btT.fc^k-g-'fel (28) ^rxe On' ) 

^^Xit-^mm (c3gift-t-5. -fli-a-i^ (27) (Oimm(Di^ 
aStbTtt, *i^ie(a) SU5T>'W^/WtXm(m')JC 

ig(i) lr*JV^Tx h7>'5^/l^Ty*=^!>A7/W;a-y K(B 

u^NF) x\tyyit^mm^mkfiif^m^^iz.t\ci,y) 

o)Sr, ll{l:xs(k) i5i.xm7tmr^/VciM{\) 

*)5v>(47ki?S;i»fcffiiliS'^<D^mxg(p) [cW 
Lfc«!cxS(d) (c«eoTr$/^b-g-'^(w-H) tS^S^ 
■frS r i (ciJ; *) ; *3§MOib^i^ (32) ^ilfjg-rs r ;65 

[0 04 3] 



V— 0— (CH2)n+i— COHR'R* 
(28) 



Ci) 



*- V-0-(CH2)„ 



(I) 



conr¥ 



.Y 

CONRlR> 



(29) 



(k) 



(P) 



(30)- 



(31) * (32) 



00NRIR2 



(31)' 

[0 0 4 4] &.±.(DKJ^^:^^-J^^(Dm^lM m7L\S, 

W ^ K. Kn^S/^vy h y TV"— /V(HOBT). N- 

(HONB) O J: 5 ^CN-fc: Kn ; 2, 2* - y i^/v 



KDSO) , N,N'- v^:7^— yl-^^ K:^^rif 1/-- h (DPO) 

It:*"!? I^— KBBTO), i,r- lf;^(6- ^nn^:/>^hy 
T:/y/w) KBao). 1, r- if;^(6- hy:7 

/virxi:^ ^;vy<>V VVT^V /w) :t^if h (BTBO) 
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N' , N' -i^iy^ Ta^^iy/Vjl}/\^:^i^^ $ K(DCC) ©J; 5 * 
-O-i^'^f-.'WT^/T'DfcVv) ;*;pJi?i^'<$ K(WSC) ^ 

h y TV y Kco J; 5 T V — 
h y T y y Kll ; 2-^^ ^ t° y s;?^ A a 

—y-f KWi 5'S2-/Nn-l-ffi;0T/Vdr/H:°y v'-^'A 

5 i^ci^T y -/wj^jxjjs y fUTi? ; 1. 1' - :^=¥-r y /i^ 

v'-r 5 N, N' - ;*/V/J?=^/Vv?'r $ ^i/— /VCD i 

^/wT 5 7) tf y i^^y, 4-f c y i^/ y if com 

■^i^i'/Vhyai^/V'T^'^-l^i.^n y =f 
[0 0 4 51 XS(a) «:ifw«i^ElS{ctt^tt3i 

14, 0!|XL«, N-t Kn^S/i^^W? 1-t Kndr~> 

^i^l/ h y rv'— /K N-t J 

2,3- i^^/WTp^v^r 5 K<0i5'fcN-t KD=3f.v/-ft;^i^ 

T.^rMtRt^^x-n. -iot:~ioo t:SST-&t), fiftt^;^ 
•CibS. ^-Oflfi, XS(a) /iif^ilg-g-SlStt, 
[0 0 4 6] S?^N7-r K»cj; IJT? KSrJgfiKI-SXS 



^^~5B#Ffl«iaL. 1«s•r5s^^^^7'< Kic^«ii-tifii 

[0 0 4 7] *fc. *>'Wj}<^v'S<&:3^;^r/K::^ife-r5 

^ («a|x«xe(r) /iif) ICtt. (S 

/v-J^hv, -ry5j>nv, v'^'n-^N^r-y-y v©J; 5*^ b 
V'® : T-fe h y y:/^o=: b y /v© i 5 

hy/V^; Jj^/VAT? K N,N-i>y^/H^/VAT5 h\ 
N,N-v?y ^/WT-fe hr 5 K, N-y^yW-2- t°ny KV, 
N-y^/pf ny i^y:/, ^df-y-y^/i.*;^*a h y T5 

hy7/W;^Di^^, h y 7/v:tny ^{rvx/v^i^iSS 
n y K> jj?n V h y 7/^3^y h\ ^oi^ h y * k 

tmx^-i>o ) , y^y-/K ^^y-zK t'o/nv— 

:y;?y->'K;5j;5JS*J-JC&w16i8iT/W3-/i'i:, CC 

~ loot: {«m.\z.n.. 20t;~60"C) -c, 1 ^ra~24i^ra 

SJ^$*.5 r i: ic J; !3=fT;t«iv>. 
[0048] ^ hK. ±l^<7)Sj^:lc*JV^T*>'^J}^d^^s//^ 

«XS(s) /iif) tt. i!^*fctt«[St?«ia-t-5ri:{cJ; 
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^r± o~i50 "C-e i~io^KmgfT^«J;i/\ 

10 0 4 9] /<C4b\ ±IBO^XS<DSJE&fc*3^t5S^£:* 
—/Ui^;* ^/wai— xyuw i 5 Jfc^— x/v-S ; ^ ^' / — 

5 /vTyva -/K i^a:^ ^ y 3 -/w, ^ y -fe y 
:^oi5*=hofli-a^g; T-feh=^hy/K -fyy^-^ 

n n h y /Koi 5 y y ; */vat 5 h% N, N-v' 

'f-fV-l- fc°ay KV, N-^^/Wt'a y -N:^rf-;?< 
'^■/vtsT.irsXi H y T 5 K<DJ; 5 *r 5 Kli ; f-zv;^ 

[0 0 5 0] £i±»l5LMSr#Kf Sfc-t 

**5, Rft^mm. ^mm<Di\:-^m-inm\c%o 



[005 1] *^?g(7)fl;-g-!^t4. ^/wt;!?»cE|Sc-f 
[005 2] *58W©EI!|W*3ap^^ t U-Ctt, isaijg 

/i-^j, SiK^j. iSBe^j, ^js^j. mmm. 

mMs Self. mm. j^m. ^s^j, ffi^J/i^f^s^^lf 

^mi. ns&m. mmi. mmi. ^mi. « 
miRxmmm<oi. 5 /iii^ou^RifflSi*:^^ u 

fiWTRBft 10 mg. »4L<I4 50 mgS^-Cfc t) , 1 B 
fe;t9 0iS4-l;<0±IS»: 500 mg . UMKn 200 mg @ 

1 0 1 mx\i±^m<Di&^mm^^mi^xi^^-ti>ztiii 
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[0 0 5 3] mmmKx^:^mM^^b\cM.i^m 

[0 0 5 41 

immm] 

[00 55] 

im 1 1 N- -L-3-(2-'^7f-/l^) T 

(0.3 g)(^ THF^?K(5 ml) fc, ^kJ^Thy^^/^T 
(0.26 ml)RXf^XJtiT±^JV^X2}) (74// 1)^ 

S5J^H^^e). M^t^i^^SfL-g^^ (0.282 g . JR^ 84 %) 

IR (CHCI3) cm : 3400, 1600, 1635 

NMR (CDCI3) 6 ppm : 2.61 (2H, s), 2.87 (IH, s), 
3.1-3.5 (2H, m),3.97(2/3H, s), 4.05 (4/3H, s), 4. 
30 (IH, d, J = 14 Hz), 4.69 (IH. d, J = 14Hz). 5.2 
-5.4 (IH, m), 6.8-7.9 (12H, m)o 
MS m/z : 394 (M * ) 

m(2) ^ao)<Dit^mit. ma) tmmo:)^^^^^^ 

[00 56] 

m2] N- (2-7^0 ^Tirf^/V-) -L-3- y::L::u;VTy^ 

^HNMR (CDCla)^ ppm : 1.70 (IH. bis), 2.62 &; 2.87 
(hio'tr 3H, ^rtl-^'tts), 3.06 (2H, t, J = 5, 5 H 

z), 2.78 &; 2.84 (fci:>iirT 2H, ^tb^'tl s), 4.38 (1 

H, d, J = 15 Hz), 4.63 (IH, d, J = 15 Hz), 5.15 (1 

H, m). 6.9-7.4 (lOH, m) <, 
[0 0 5 7] 

[^J3] N- (2-:fu^T±^M -L- ^ujyy N-O^ 

IR (CHCI3) cm : 3400, 1640, 1510 

^H NMR (CDCI3) 6 ppm : 1.71 (IH, bs), 2. 72 &; 2.89 

(ht>'\^X 3H, -^rn^tts), 2.96 (2H, dd, J = 13, 7 
Hz), 4. 19 &; 4.41 (fefc^T IB, ^tl^tl d, J = 15 H 
z), 4.40 &; 4.64 {ht>'tX IH, ^tl^fl d, J = 15 H 
z), 5.1-5.2 (IH, m), 6.0-6.4 (IH, bs), 6.6-7.4 (9 
H, m)o 

MS m/z : 405 (M ) 
[00 5 8] 

im4] N- (2-'fu^T±^M -L-3-(2-^y^^7V) T 
1, 2, 3, 4-X h 7 b pP V ^/ y ^ K 



IR (CHCI3) cm : 3400, 1660, 1640, 1505 
^H NMR (CDCI3) 6 ppm : 2.20-2.75 (2H, m), 3.0-3.3 
(3H, m), 3.5-3.6 (lH,m), 3.84 &; 3.86 (ht>'^X 2 
H, s), 3.99 &; 4.55 (hi>^tX m,^tl^tl d,J = 16, 
17 Hz), 4.40 &; 4.78 (fcfc-^T IH, ^rtt-PJx d. J = 
16, 17 Hz), 5.22-5.37 (IH, m), 6.6-7.8 (IIH. m), 
MS m/z : 451 (M ) 
[0 0 5 91 

[^51 N- (2-:/P^Tir^/l^) -DL-3-(2- ^^:=-/\y) 

IR (KBr ^Ury h) cm : 3281, 3064, 1679, 1631 
^H NMR (CDCI3) 6 ppm : 2.84 (2H, s), 2.92 (IH, s), 
3.1-3.4 (2H. m), 3.82(2/3H, s), 3.88 (4/3H, s), 

4.35 (1/3H, d, J = 17 Hz), 4.44 (2/3H, d, J= 15 H 
z), 4.53 (1/3H, d, J = 17 Hz), 4.66 (2/3H, d, J = 
15 Hz), 5.1-5.3(1H, m), 6.7-7.6 (9H, m). 

MS m/z : 394 (M * ) 
[0 0 6 01 

[fi^lel N- (2-:/n^T'i?^7V) -L-3-(2-:^:7^7V) T 

IR (CHCI3) cm : 3400. 3000, 1640, 1510 

^H NMR (CDCI3) 6 ppm : 2.61 (2H, s), 2.86 (IH, s), 

3.1-3.3 (2H, ffi), 3.80(2/3H. s). 3.86 (4/3H, s), 
4.31 (IH, d, J = 14 Hz), 4.68 (IH, d, J = 14Hz), 
5.2-5.3 (IH, m), 6.8-7.8 (13H, m) 
MS m/z : 438 (M : Br = 79) 

[0 0 6 11 

[f!l7] N- (2->^P^Tir^/W) -DL-3-(4- ^T/y 

^H NMR (CDCI3) 6 ppm : 2.92 (IH, s), 2.95 (2H, s), 
3.1-3.4 (2H, m), 3.78(2/3H, s), 3.85 (4/3H, s), 

4.36 (2/3H. d, J = 15 Hz), 4.46 (1/3H, d, J= 17 H 
z), 4.68 (1/3H, d, J = 17 Hz), 4.76 (2/3H, d, J = 
15 Hz), 5.35 (IH, dd. J= 15, 7 Hz), 7.0-7.6 (7H, 
m), 8.73 (IH, s) 

[0 0 6 21 

[^J 8 1 N- (2-:/p^T'ir^/U) -L-2- y=c^;uyViy 

^H NMR (CDCI3) 6 ppm : 2.79 (2H, s), 2.91 (IH, s), 
3.7-4.0 (2H, m), 4.27(1/3H, d, J = 16 Hz), 4.54 

(2/3H, d, J = 15 Hz), 4.56 (1/3H, d, J = 16Hz), 4. 

71 (2/3H. d, J = 15 Hz), 5.80 (2/3H, d. J = 7 Hz). 
5.83 (1/3H, d,J = 9 Hz), 6.9-7.5 (lOH, m), 8.06 &; 
8.04 (IH, bd) 

MS m/z : 374 (M : Br = 79) 
[0 0 6 31 

N- (4-^PP7''f-y/V)-L-3- iS.'&y'i-fV) T 
^H NMR (CDCI3) 6 ppm : 2.0-2.2 (2H, m), 2.3-2.45 
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■ 



(2H, m). 2.64 (2H, s).2.87 (IH, s), 3.1-3.3 (2H, 
m). 3.3-3.7 (2H, m), 4.22 (1/3H, d, J = 16.5Hz), 
4.33 (2/3H, d, J = 15.2 Hz), 4.37 (1/3H, d, J = 1 
6.5 Hz), 4.65 (2/3H, d, J = 15.2 Hz), 5.2-5.4 (IH, 

m), 6.50 (1/3H, d, J = 7.91 Hz), 6.62 (2/3H, d, J 

= 7.91 Hz), 6.9-7.8 (12H. m). 
MS m/z : 422 (M ) 

[0 0 6 4] 

IR (KBr ^Ui/ h) cm : 3281. 3055, 1673, 1628 
^H NMR (CDCI3) 6 ppm : 2.60 (2H, s), 2.84 (IH, s), 
3.2-3.3 (2H, m), 4.1-4.4 (4/3H, m), 4.65 (2/3H, 
d, J= 15 Hz),. 5.3-5.5 (IH, m). 5.6-5.8 (lH,m), 6. 
0-6.4 (2H, m), 6.5-7.9 (12H, m) 
MS m/z : 372 (M * ) 

Anal. C36H47N4O6CI : Calcd 
Found 

IR (KBr) cm : 3250, 1683, 1640 
^H NMR (DMSG-dg) 6 ppm : 1.95 (3H, s), 2.0-2.5 (4 
H, m), 2.83 (IH, s), 2.92 (2H, s), 2.9-3.9 (6H, 
m), 3.9-4.1 (2H, m), 4.36 (2/3H, d, J = 15 Hz), 4.1 
-4.2 (4/3H, m), 5.11 (1/3H, dd, J = 6, 9 Hz), 5.21 
(2/3H, t, J = 7 Hz), 6.9-7.9 (17H, m), 9.1-9.4 (1 
H, m) , 9.9-10.1 (IH, m)o 
MS m/z : 576 (M -HCI-3H2O) 

mil) tmm(o:^m\ci:^ma2)^m(ommi\:'^^i: 

[0 0 6 6] 

[^J 1 2 ] N-(2-(4-T-fe hT^ K -4-y :r,::z;U)f^V -J 
1/ -W/l>-) T-fe^/V)-L-3-:7airi/UT^::^V N-^:^ 

m.p. 141-143 t: 

IR (KBr) cm : 3247, 1683, 1640 
^HNMR (DMSO-dg) 6 ppm : 1.95 (3H, s), 2.1-2.6 (4 
H,' m), 2.82 (IH, s), 2.91 (2H, s), 2.8-3.5 (6H, 
m), 3.9-4.1 (2H, m), 3.8-4.1 (2H, m), 7.4-7.7 (2H, 
m), 5.0-5.1 (IH, m), 7.1-7.5 (15H, m), 8.2-8.4 (1 
Anal. C32H38N4O4 • HCl • 1. 5H2O : 



[0 0 6 5] 

[^J 1 1 1 N-(2-(4-T-fe: YT% K -4->^3:n/Ptf^y 

N- (2-^nnrir^/w) -L-3-(2-':^:7^/v) Ty^^y 
^-^l^i^/V -N-p^f-yWT? K (274 mg) (D \mW^ (2. 
5 ml) v?>r y:/nl^/Vj:^7l/r5^^ (266/il)S.t^ 
4- r± hT$ K -4->^ni^7l-lf^y v^V:£^|& (177 m 

^SSrvy;^7y7V*9A:^n-rh^y:7^- (g^ 
^:x,^;V-:x.^ /^jV = 10:l)-ettlSU 4N HC 

^^(DWMit^m (289 mg) Sr#fco 
m. p. 153-155 t 
C, 64.80 ; H, 7.10 ; N, 8.40 
C, 65.07 ; H, 7.12 ; N, 8.33 

H, m), 9.2-9.3 (lH,m), 9.9-10.2 (IH, m) 
MS m/z : 526 (M ) 
[0 0 6 7] 

[f[| 1 3 1 N-(2-(4-Tir^/V -A-y ^Jl/ - 
W/V) T-^^/W)-L-3-7 3:ci/l/T7^^^ N-^>-i^/V 



m.p. 114-117 

IR (KBr) cm : 3194, 1706, 1680, 1648 

^HNMR (DMS0-d6)6 ppm : 1.7-2.3 (5H, m), 2.5-3.9 

(IIH, m), 3.7-4.0 (2H,m), 4.4-4.7 (2H, m), 4.9-5.1 

(IH, m), 7.0-7.5 (15H, m). 9.0-9.3 (IH, m), 10.0- 
10.2 (IH, m) 
MS m/z : 511 (M * -HCl) 

[0 0 6 8] 

[^14] N-(2-(4-T't: VT^Y -4->^ oi^i/Vlf^ y 
m.p. 167-170 t: 

IR (KBr) cm : 3247, 1683, 1640 

Calcd C, 63.41 ; H, 6.98 ; N, 9.28 
Found C, 63.24 ; H, 7.29 ; N, 9.00 



^H NMR (DMSG-dg) 6 ppm : 1.95 (3H, s), 2.0-2.6 (4 
H, m), 2.7-3.0 (5H, m). 3. 1-3.4 (4H, m), 3.9-4.1 (2 
H, m), 4.4-4.7 (2H, m), 4.9-5.0 (IH, m), 6.6-7.5 
(14H, m), 8.2-8.4 (IH, m), 9.2-9.3 (IH, m), 9.9-1 
0.1 (IH, m) 

MS m/z : 542 (M * -HCI-3/2H2O) 
[00 6 9] 

1 5 ] N-(2-(4-T'^f^/V -A-y :^=:^;V}:f^V i>V - 



m. p. 154-156 t: 

IR (KBr) cm : 3209, 1705, 1683, 1637 
^HNMR (DMS0-de)6 ppm : 1.8-2.4 (5H, m), 2.5-3.4 
(llH, m), 3.2-4.0 (2H,m), 4.40 (1/3H, d, J = 15 H 
z), 4.5-4.7 (2/3H, m), 4.9-5.0 (IH, m). 6.6-7.5 (1 
4H, m), 8.9-9.4 (2H, m), 9.9-10.1 (IH, m) 
MS m/z : 527 (M * -HCl) 
[0 0 7 0] 



-16- 



[^J 1 6 ] N-(2-(4-T-fe: K -4-:7a:ri;ub^^U 

m. p. 157-160 t 

IR (KBr) cm : 3247, 1683, 1636 

NMR (DMSO-dg) 6 ppm : 1.80 &; 1.90 (fcfciirT 3H, 

s), 2.0-2.5 (4H, m), 2. 6-2. 9 (2H, m), 3,0-3.4 (6H, 

ro), 3.5-4.1 (4H, m), 4.51 &; 4.58 (fot^iirTlH, ^ 
tt-?tt d, J = 17, 16 Hz), 4.74 &; 4.76 {$>t?*Tl 
H, *tl^tt d, J= 17, 16 Hz), 5.15-5.35 (IH, m), 
7.05-7.50 (12H, m), 7.7-7.9 (4H, m), 8.22 (IH, s), 

9. 19 &; 9.24 (fcjD*TlH, -tH^tt d, J = 8.0 H 
z), 9.9-10. KlH, bs) 
MS m/z : 588 (M * -HCl) 

[00 7 11 

N-(2-(4-T'fe^/i^ -4-:7:nrz/Ub''^y j/V - 
W/W) T-t^/V)-L-2-7 3i:=^/V^y i/>- N-^:^v^/V 
-N-y ^/VT ^ K . 

^H NMR (CDCl3)6 ppm : 1.90 (2H. s), 2.05 (IH, s), 

2.0-2.6 (8H, m), 2.81(2H, s), 2.88 (IH, s), 2.7- 
3.0 (2H, m), 4.27 (1/3H, d, J = 16 Hz), 4.51(2/3H, 

d, J = 15 Hz), 4.59 (1/3H, d. J = 16 Hz), 4.72 (2 
/3H, d, J = 15Hz), 5.94 (IH, t, J = 8 Hz), 6.9-7.5 

(15H, m), 8.4-8.5 (IH, m) 
MS m/z : 497 (M ) 

IR (KBr ^1^5^ h) cm : 3273, 1704, 1685, 1648 
m. p. 82-84 t: 
[0 0 7 2] 

I^J 1 8 ] N-(2-(4-T-fe^/Vb^-<y -W/V) T-fe 
^/W)-L-2-:7 P S/V N-^>-v^/V -N-y ^)vr 

^ K 

^H NMR (CDClg)^ ppm : 2.08 (3H, s), 2.3-2.7 (4H, 
m), 2.82 (2H, s), 2.90(1H, s), 3.04 (2H, s), 3.4- 
3.9 (4H, m), 4.27 (1/3H, d, J = 16 Hz), 4.52(2/3H, 
d, J = 15 Hz). 4.57 (1/3H, d, J = 16 Hz), 4.73 (2 
/3H, d, J = 15Hz), 5.9 (IH. t, J = 8 Hz), 6.9-7.5 
(lOH, m). 8.37 (IH, t, J = 8 Hz) 
MS m/z : 422 (M ) 

IR (KBr ^1x5^ h) cm "V: 3272, 3060. 1722, 1684, 
1648 

m.p. 71-73 t: 
[00 7 3] 

[^J 1 9 ] N- (2- (4-Ti? h T ^ K -4-:7 n/V y ^J' 
-W/P) Tir^/l^) -DL-3-(2-^Ji:=^7W) Ty^V 

IR (KBr ^1^5^ h) cm : 3320, 3062, 1652. 1605 
^H NMR (CDCl3)5 ppm : 2.02 (3H, s), 2.1-2.8 (8H, 
m), 2.9-3.1 (5H, m). 3.1-3.4 (2H, m), 4.44 (2/3H, 



d, J = 15 Hz), 4.58 (2/3H, d, J = 3 Hz), 4.67 (2/3 
H, d, J= 15 Hz). 5.2-5.3 (IH, m), 5.49 (IH, d, J 
= 5 Hz), 6.7-7.5(13H, m), 7.7-8.0 (IH, m) 
MS m/z : 532 (M ^ ) 
m. p. 72-73 t 
[0 0 7 4] 

[^J 2 0 ] N-(2-(4-T-ir b T K -^-V :^^)V\^-< jJ -J 
r±^;v) -DL-3-(4-^T-/Uyv-) 

^HNMR (CDCI3) 6 ppm : 2.01 (2H, s). 2.05 (IH, s), 
2.11-2.78 (8H, m), 2.86-3.10 (5H, m), 3.17-3.36 

(2H, m), 4.35 (2/3H, d, J = 15 Hz), 4.65 (2/3H, d, 
J = 6 Hz), 4.76 (2/3H, d, J = 15 Hz), 5.37-5.48 

(IH, m), 5.54 (lH,s), 6.99-7.43 (IIH, m). 7.90-8.0 

2 (IH, m), 8.69-8.71 (IH, m) 

IR (KBr ^l^iy h) cm : 3425, 3255, 1680, 1644 
MS m/z : 533 (M * ) 
m.p. 112-114 t: 
[0 0 7 5] 

\m2U N-(2-(4-t:^--<y Viy T'^^jv) -L 

- (2--^ y ^/W) T 7 ^ N-^ V v^/v -N-y ^/l-T $ K 
IR (CHCI3) cm : 3390, 1718, 1672, 1642 
^H NMR (CDCI3) 6 ppm : 2.28 (2H, t), 2.35 (2H, t), 

2.5-2.75 (4H, m), 2.80 (2H, s), 2.95 (IH, s), 3.0 
-3.4 (4H, m), 4.39 (2/3H, d, J = 14 Hz), 4.45-4.6 
(2/3H, m), 4.70 (2/3H, d, J = 14 Hz). 5.37 (IH, 
m), 7.0-8.1 (13H,m) 
MS m/z : 457 (M ) 

m.p. 87t: 

ADal. : Calcd C, 63.71 ; H. 6.23 ; N> 7.42 
[0 0 7 6]^^"^^ ^* 63.54 ; H, 6.50 ; 6.99 
[0!l 2 2 1 ^'{2'{A-i}J'W<^^>i ;V\fy<yi^:/ -l-^ ;V) 
T-fe^/W) -L-3-(2--^7^/l^) T7:=i>- - 

IR (CHCig) cm : 3529. 3427, 3370, 1660, 1649, 1 
588 

^HNMR (CDCl3)6 ppm : 2.1-2.5 (4H, m), 2.8-3.4 (8 
H, m), 2.80 (2H, s). 2.94 (IH, s), 4.36 (2H, bs), 
4,37 (2/3H, d, J = 15 Hz), 4.51 (2/3H, s), 4.70 (2 
/3H, d, J = 15 Hz). 5.3-5.6 (IH, m). 7.0-7.9 (13H, 
m) 

MS m/z : 487 (M ^ ) 

m. p. 105 X,^ (foam) 
[0 0 7 7] 

[0!l2 3] N-(2-(3-T-^ V.\fu^)^Jl^ -1-^/V) 

Tir^/W -L-3-(2-:^7^/v) Ty^^ - 
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IR (CHCI3) cm : 3441, 3365, 1665, 1641 

NMR (CDCl3)6 ppm : L 90 (2H, s), 1.93 (IH, s), 
2.1-2.4 (2H, m), 2.4-2.7 (2H, m), 2.72 (2H, s). 
2.88 (2H, s), 2.96 (IH, s), 3.0-3.4 {4H, in),4.26 
(1/3H, d, J = 16 Hz), 4.33 (2/3H, d, J = 15 Hz), 
4.4-4.5 (4/3H, m),4.69 (2/3H, d, J = 15 Hz), 5.2- 
5.4 (IH, m), 6.1-6.3 (IH. m), 6.9-8.1 (13H, m) 
MS m/z : 486 (M ^ ) 
10 0 7 8] 

IM2 4] N-(2-(4-;^7W^^>fyVt:"^y v^^^ -W/W) 
Tir^yw) -L-3-(2-j':7^/v) Ty^v N-^:^v^yw - 

IR (CHCI3) cm : 3531, 3413, 3361. 1675. 1644 
^H NMR (CDCla)^ ppm : 1.5-1.95 (4H. m). 1.97-2.2 
(2H, m), 2.4-2.6 (1/3H, m), 2.6-2.7 (2/3H, m), 2.7 
-3.0 (4H, m), 2.77 (2H, s), 2.95 (IH, s), 3.1-3.4 
(2H, m), 4.34 (2/3H, d, J = 15 Hz), 4.4-4.6 (2/3H, 
m), 4.70 (2/3H,d, J = 15 Hz). 5.2-5.5 (IH, m), 5. 
43 (2H, bs), 6.9-8.1 (13H, m) 
MS m/z : 486 (M ^ ) 

Anal. : Calcd C, 69.03 ; H. 7.19 ; N, 11.10 

mm^^m^m^^^ ^^-^^ ' ^ '^•^^ ; n, 9.71 

m. p. 103-105 t 
[0 0 7 91 

VS\2 5] N-(2-(l-P^3i::i/V -1. 3, 8- Tjf If P- 

(4,5)t^;^>' -4-::e->' -8-^/v) Tir^yw) -L-3-(2-':h 

IR (CHCI3) cm : 3447. 2977. 2937, 1717. 1665. 1 
645. 1601 

^H NMR (CDCl3)5 ppm : 2.2-3.4 (lOH, m), 2.78 (2H, 
s), 2.89 (IH, s), 2.96 (2H, s), 4.36 (2/3H, d, J 

f 15 Hz), 4.46 (1/3H, d, J = 17 Hz), 4.60 (1/3H, 

d, J = 17 Hz), 4.63-4. 72 (2H, m). 4.75 (2/3H, d, J 
= 15 Hz). 5.2-5.5 (IH, m). 6.59 (IH. bs), 6.8-8.2 
(18H, m) 

MS m/z : 589 (M " ) 

m. p. 126-128 t: 
[0 0 8 0] 

W2 6] N- (2-(4-(2-bfn y -W;V) b^^yv^ 
-W/V) Tir^yi^) -L-3-(2-^:7^;i^) Ty^^l^ 

IR (CHCI3) cm "\: 3400, 3050, 1669, 1645, 1603 
^H NMR (CDCyS ppm : 1.3-1.8 (4H, m). 1.9-2.1 (2 
H. m), 2.1-2.3 (2H, m). 2.39 (2H. t), 2.76-3.0 (4 
H. m), 2.76 (2H, s), 2.88 (IH, s), 3.1-3.4 (4H. 
m), 3.8-4.0 (IH, m), 4.36 (2/3H, d, J = 15 Hz), 4. 
48 (2/3H. bs), 4.67(2/3H, d, J = 15 Hz), 5.3-5.5 



(IH, m), 6.9-8.1 (13H, m) 
MS m/z : 526 (M ^ ) 

m. p. 75^^ (foam) 
[0 08 1] 

W\2 1\ N-'(2-(4-T'fe hT^ K -4-73::^/Utf^y 

y -W/i^) -f^^y^v) -i-3-{2-i-y'^M Ty::^y 

N-(4- i5'nnyf'/v)-L-3-(2- -f:7^/W) Ty^l/ N- 
-N-^5^/^T^ K (448 mg) (O DMF^iS (4.5 

ml) {c. wmiim^ b y A (445 mg) ^^tj^3 ^{cr b 

y^7i^ (159 mg) ^iO;^. 100 1 ^PB^jg^^ Lfc^. 

p'>f-^ffl^/^T«^!^L. (i:i) 
T^a^ns5^B;5>f>. m^(oim\'c^m (i86mg. nx 

^ 29 %)5:#fco 

^HNMR (CDCl3)6 ppm : 1.7-1.9 (3H, m). 2.01 (3H, 
s), 2.1-2.5 (9H. m), 2.6-2.9 (2H, m), 2.63 (2H, 
s), 2.84 (IH, s), 3.1-3.3 (2H, m), 4.2-4.4 (4/3H, 
m), 4.65 (2/3H, d. J = 15 Hz), 5.2-5.4 (IH, m), 5. 
55 (IH. s). 6.8-7.9 (18H. m) 

IR (KBr ^yyvV) cm : 3269. 3054, 1641, 1541 
MS m/z : 604 (M ^ ) 
m. p. 105-106 *C 
[0 0 8 2] 

[0!l 2 8 ] N-(3-(4-Tir hT^ K -4-:7n:ri/lx!::''^ y 
y -W/V) ^u\f^:::^)V) -L-3-(2-':^7^/P) Ty::^ 
V N-<yv^/W -N-7<^/VT^ K 
N-T^ y n-f/WL-3-(2-f :7^7W) Ty^^^^^ N-^Vv^ 
)V -N-y^/WT^ K (0.15 g) (r^:^9 (0.5 
ml) (C, by:i:^/VT^>' (0.093 ml) Xm-T-fe hT 

^ K -4-yj:ri/vfc:''^y >:;y (0.15 g) ^ip^. ^a-e 
eei^MSi^ Lyb«. WJm^^m •j^^J' n n ^ y -e 

by ^^Ai-T^isjSb. ^^«srg*Lfco 3sa^i/y;^</ 

-3z^y-/v. (20:1) -e^a$tt55>W^?>. SfeH^z^ 

(om^mwL^m (0.22 g, ir^ 91 %)«r#fco 

m.p. 104-105 t: 

IR (KBr cm : 3293, 3057. 1640, 1541 

^H NMR (CDCla)^ ppm : 1.7-2.9 (12H. m). 2.02 (3H, 

s), 2.75 (2H, s), 2.88 (IH, s). 3.1-3.3 (2H. m). 
4.3-4.6 (4/3H, m), 4.68 (2/3H, d, J = 15 Hz), 5.2- 
5.4 (IH, m), 5.48 (IH, bs), 6.9-7.8 (17H, m), 8.9- 
9.2 (IH, m) 
MS m/z : 590 (M * ) 

[0 0 8 3] 

[^J 2 9 ] N- (3-T Vy\i\^xiy^y y( fVHc^^y-zt 
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p bVw) -L-3- {-r y Ty^ >N-^ :x i^ju -n- ^ ^ 

m. (LO g)C0 DMF^?gE(8 ml) IC. j^^tK^-^- h y 

(711 mg) SU^yn^ -3-7" h 7 b 

^n/<V (714 mg in DMF 2 ml) SrJP;t. 100 2.5 

^/w-oi^y^yv (l:i)-C^W$tt^5>B;5i^e>. 

SS^i^-a^ife (0. 95 g. IR* 73 %) 

NMR (0x13)6 ppm : 1.4-1.9 (8H, m), 2.4-2.8 (3 
H, m), 2.85 (IH. s), 2.88 (IH, s), 2.96 (IH, s). 
3.0-3.3 (2H, m). 3.3-3.6 (2H. m), 3.7-4.3 (3H, m), 
4.3-4.7 (2H, m), 6.7-6.9 (13H, m) 
MS (FAB ) m/z : 46 1 (M 

+ H) ^ 
[00 84] 

I^J 3 0 1 N~ (3-b Vu^i/':fxi\f;V) -L-3-( 2- ^ 

N- (3-x h 7 fc Kn f7::^/^:^=^-v^yn fcVW -L-3-(2- 
•^->^^/l-) Ty^^^N-^^^v^/l/ -N-;^^7VT^ K (0.93 
g) — (10 ml)\C^ y<y ^/Val:x>;/V7J^ 

^-KItK^P^ (461 mg) ^*P;?:. 40tT*4^Wa#Lfc 
«W (118 mg) SrJp^SST? 0.5l^M«i$Lfco R 

(593 mg. itX# 53 %) t bT#fCo 
^HNMR (CDCl3)5 ppm : 1.6-2.3 (2H, m), 2.28 (IH, 
s), 2.34 (2H, s), 2.9-3.2 (IH, m), 3.2-3.4 (2H, 
m), 3.5-4.0 (5H, m), 4.29 (IH, d, J = 15 Hz), 4. 55 
(IH, d, J = 15 Hz). 4.6-4.9 (IH, m), 6.7-7.9 (16H, 
m) 

[0 0 8 5] 

ims 1] N- (t-y^h^->;»/l^:^::i/W)-N-(3- b Fn^ 
VT'PbVl^) -L-3-(2-^7^/W) T'7^> N-^>-v^/l^ 

N- (3-b Kn^e/ynbVV)-L-3- i2'i'y^M Ty^ 
y -N-;^^>'VT^ K • y<y h^i^^>':^/>^ 

ymm (0.55 g) oT±h>-7i(^ (iiimm ai mi)\z 

h V ^^r^r ^ (0. 35 ml) jSiU^S^-tert-::^^/^ 
h(0.59 g inT-fe 7 ml)^JO;t. Hii. 
1.5NFP^»#Lf::^. 60t:(CiD?aL 6.5^ffl»i^L. 

$e3(c^it-c4 0ras^£;;^^fco mM^wm\^. as 

zn^^/V-oi^/^/l^ (5:l)-CJgW$ti55^]il^^b. 

cO^a^b-^^ (0.30 g. IR^ 64 %)Sr#fco 

IR (KBr ^1^5/ h) cm : 3459, 2973, 1683, 1651, 



1603 

^HNMR (CDCl3)6 ppm : 1.06 (2H, s), 1.16 (3H, s), 
1.33 (3H, d, J = 6 Hz), 1.5-1.7 (3H, m), 2.87 (3 

H, s), 3.0-3.2 (IH, m), 3.3-3.8 (5H, m), 4.0-4.4 

(IH, m), 4.7-4.9 (IH, m), 5.0-5.2 (1/2H, m), 5.5- , 

5.6 (1/2H, m). 6.7-7.8 (13H, m) 

MS m/z : 476 (M * ) 
[0 0 8 6] 

W\Z2 \ N- (t-:/h^->:^;V7K::iyV)-N-(3- ir^)V%)V 

31^/v) -irZ-^i-^y^fi^) ry^:^ N-^:^i^/v -n- 

Y^}^^ys^> (77.4 mg)<^v^i^pn^^>'^?^ (5.5 m 

1) [cYy^r^ ys-rtv^m^ (-60t:) t% dmso 

(0.11 ml). N- (>^h^re/*/V:^:=^/V)-N-(3- b Kn=¥ 
i/':fxi\fjv) -L-3-(2-?-:7^yV) Ty=^> ^-^i/i^jv 
-N-;<f-/V'T^ Y(0^y^tin:^^:y^^ (0.29 g in 2. 
0 ml) mi^ V y ^^/WT ^ VCDS^^ XI u:^^ (0. 
25 ml in 1.5 mDSrJPx. ^ifC 1 ^Pfl«i$Ufc«. ft 
^3i^/V-e4?*LfCo *»?LfcS;SS?SSr 0.2 N HQ. 

by !?A±T*$£isu ^jK^@*bfco affi^^>y*y 

>!^n-v^r1^V (l:2)"e^ffl$tb55>a;6^fe. ffl2t*<^^ 

>fl::^i^ (0. 20 g, iR^ 70 %) 5r#fco 

^H NMR (CDCI3) 6 ppm : 1.02 (IH, s), 1.12 (2H, s), 

1.31 (4H, s), 1.59 (2H, s), 2.4-2.7 (2H, m), 2.8- 
3.0 (3H, m), 3.0-3.2 (IH, m), 3.3-3.5 (IH, m), 3.6 
-3.8 (2H, m), 4.1-4.9 (2H, m), 5.0-5.2 (1/3H, m), 
5.4-5.6 (2/3H, m), 6.7-7.9 (12H, m), 9.64 (1/2H, 
t, J = 2 Hz), 9.75 (1/2H, s) 

[0 0 8 7] 

[««J 3 3 ] N-(3-(4-T'^ hT$ K -4-:7ziiri/ixb^^ y 
> -l->f ;w) p \fjv) -N- ( h ^ -y^ -L-3- 

N- (>^b=^S/*/VsK::::/W)-N-(3- :/P/^-^-7V) -L-3- (2 

- '^:7f-/u) r^:=^:yN-^:^v^7V -n-p^^/vt^ K (0. 
20 g) (D:;^^ (4 m\)\C^ 4-T-fe hT^ K - 
^-y i^^WkM. (118 mg) S.U^yi^!?A4? 

Pb Ky K (123 mg) ^M^. ^fi-C 4 ^Ffl»i$ Lfc 

/v^u^h^yy>t-&m^xmn\^. mm:^^/i^-=^ 

^^(196 mg, ltZ# 69 %)^#fc:<, 

^H NMR (CDCI3) 6 ppm : 1.0-1.5 (8H, m), 1.5-2.0 (3 
H, m), 2.03 (3H. s), 2.1-2.5 (lOH, m), 2.7-3.0 (1 
H. m), 2.84 (IH, s), 3.0-3.2 (IH, m). 3.2-3.6(3H, 
m), 4.24 (1/2H, d, J = 15 Hz), 4.6-4.9 (1/2H. m), 
5.3-5.7 (IH, m), 6. 7-7.9 (17H, m) 
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MS in/z : 676 (M ) 
[0088] 

[^34] N-(3-(4-Tir hT ^ K U 

N-(3-(4-T-fe HT^ K -4-:7 3:^/Wt'^y e^:/ -W 

f-zp) Ty^V ^--<V-J;v -N-^^/UT^ K (192 m 
g) (^v^iJ' P P p« l/m&, (0. 4 ml) IC, 4 N HC 

(0.35 mD^Jqxi. ^ia^lT^Pflffi^L 

5. UW!C^m^^^^^ (150 mg. 89 

IR (KBr h) cm : 3259, 3028, 1652, 1602 

^HNMR (CDCl3)6 ppm : 1.97 (3H, s). 2.1-2.3 (2H, 
m), 2.4-2.7 (4H, m), 2.9-3.5 (lOH, m), 3.93 (1/4H, 

d, J = 16 Hz), 4.22 (3/4H, d, J = 15 Hz), 4.36 (1 
/4H, d, J = 16 Hz), 4.65 (3/4H, d, J = 15 Hz), 4.9 
3 (IH, s), 6.7-8.4 (17H, m), 9.40 (IH, s); 9.98 (1 
H, s), 11.31 (IH, s) 
MS m/z : 576 (M " ) 
m.p. 147-148t: 

[0 0 8 9] 

[^J 3 5 ] N-(4- T-^hT^ K -4-7ziir^yl^t:''^7v^:^ 
-l-></V) -L-3-(2-^7^yV) Ty^^V 

N-(3-(2-'^-:7^;U) T7:=^>' ']!i-^^;VT 
^ K (300 mg) (D THF^JK (5 ml) V U :r.^;vr ^ 
y (0. 13 ml)S.U^;^;/i-jK::^/Vv^^ ^ ^V-zi^im mg)5: 

iyv:ij^/\-^ti'7hyyy^-^m^^xnn\^ 

^/y) . ;^;/V'J}^:=^/W ^ yy^-Jl^mmi^ (314 mg) ^# 
fco ;ittSr DMF (3 ml) fc®;6^U i^>f VT'n If'/VT ^ 
> (0, 12 ml)fi:tF4-T-fe hT^ K -i-y zr::=^/V}i'^]) 
ymmU (188 mg) SrJtax. ^M-T mMffij^ Lfc^. 

y-(-^m^xmnLfzo mm^^^ji^-^^y-^i^ (i 
0:1) -e^wsns^^H^o^e. m^ii^ommit^m (370 

mg) S:#fCo 
m.p. 154-155t: 

IR (KBr ) cm : 3300, 1750, 1629, 1537 

^H NMR (DMSO-dg) 6 ppm : 1.4-1.6 (2H, m), 1.86 (3 

H, s), 2.1-2.3 (2H, m),2.54 (2H, s), 2.8-3.0 (3H, 

m), 3.1-3.3 (2H, m), 3.61 (2H, s), 3.7-4.0 (2H, 

m), 6.9-8.0 (17H, m), 9.12 (IH, s) . 

MS m/z : 562 (M * ) 



[0 0 9 0] 

[^J 3 6 ] N-^:^i^yl^ -3, 4—:^^ P P 73i:=:/P -N-^ ^ . 
■y^^pppt^y- (100 ml) 3,4-i^^Pnyai:=^;Pg^ 

K (5.12 g) i:mmi'. 7k?&Tt h*u^i^-<yyr\.]jT 
(3.72 g) lkXf^'0iir—9-y)'^':fY')3fyyif^^M% 

m^ifi (5.27 g) immcav')^^}\^T%v (3.8 

ml) SrJP^fc^. N-7« ^/W-<>^v^/^T ^ (3. 3 ml) ^ 

^:y-mm^^^i^ (l:i)T-^m$ix5^>iS;J)-<b. iffii^co 

mmit^m (6.76 g. itX^ 87.7 %)^#fco 

MS m/z : 307 (M ; CI = 35 t LT) 

^H NMR (CDCI3) 6 ppm : 2.92 &; 3.00 (foi^^T 3H, 

tl^^ix s), 3.67 &; 3.72 {ht>'^X 2H, ^tl-^tt s), 

4.55 &; 4.61 (*>b*T 2H, *Jxm s), 7.03-7.57 (8 
H. m) 

[0 0 9 1] 

[^J3 7] N-^:^v^/W-N- ^f-/W2-(2-'j-:7^/l^) Tir 
hT^ K 

«^ (35) tl^«{CbT^H^k^«3Sr#fco 
MS m/z : 289 (M * ) 

^H NMR (CDCI3) 6 ppm : 2.92 &; 2.99 {ht>'\tX 3H, ^ 
n^ix s), 3.92 &; 3.95 (fofc)-frr 2H, ^^X^n s), 

4.56 &; 4.64 (fci:>*T 2H. ■1Eri^•?^^ s), 7.12-7.50 (8 
H, m), 7.66-7.84 (4H. m) 

[0 0 9 2] 

ims 8] N-^:^i//W-N- ^^/W2-(l-■:^y5^/w) Tir 

m (35) ^l^«(c:LTS»b^feiSr»fco 
MS m/z : 289 (M ) 

^H NMR (CDCI3) 5 ppm : 2.94 &; 3.03 (foi^-frT 3H, ^ 
fl^tl s), 4.18 &; 4.20 {ht>tX 2H, -tiX^H s). 
4.56 &; 4.66 (fet>^T 2H, ^:tt-ett s). 7.12-7.56 (9 
H, m), 7.70-8.00 (3H, m) 
[0 0 9 3] 

ms 9] N-^Vi>^/W2-(3, u uy zc:^/^)-^'^ 

DMF (50 ml) \zm (35) (Dit-^m (2.65 g) ^mMU 
Ng^MT. 7iC?&(-"C. 1.0 M NaN(TMS)2/THF (9.5 ml)€r 
JPx.fc«. I-T'P^ -3-7" h 5 1 h*^\fy=^/l^:t^i^y 
(2.37 g) SriPx.. ^ta-Cl^^fti^U KJt^m 

^zsL^ J—fV (38 ral){Cg^«L. ^atCT 4N HCl/ftg? 

3i^/l-(2.6 ml) ^iD^. -ife^i^LfCo S/J&?KSrS^^ 
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n--^1^:/-g^^3i^/V (l:3)-e^til$ix55>iif*^?>. 

Jftit^co^ja^k'g'i^ (2.39 g. IR* 76.0 

MS m/z : 365 (M " ; CI = 35 t LT) 

^HNMR (CDCl3)6 ppm : 1.40-1.89 (4H, m), 2.12-2.3 

1 (IH, m), 2.85 &; 2.99 (&t>^T 3H, ^rti^H s), 
3.56-3.78 (3H, m), {4.35 k; 4.62 (d, J = 16 Hz), 
4.59 (s), h'h'^X 2H } , 7.03-7.42 (8H, m) 

m (39) tmmo:^m^i:^mm--(^i)(oit^^i:m^ 

[0 0 9 4] 

[fll 4 0 ] N-^y v^yW2-(3, 4-i^^ P P :7 3:r^/V^)-4-b: 

MS m/z : 351 (M **" ; CI = 35 i: LT) 
^HNMR (CDCl3)6 ppm : 1.64 (IH, bs), 1.84-2.02 (1 
H, m), 2.27-2.45 (lH,m). 2.85 &; 2.99 (fetoitT 3 
H,^:tt-e*V s), 3.50-3.66 (2H, m). 3. 97-4. 16<1H, 
m), 4.35-4.68 (2H, m), 7.09-7.54 (8H, m) 
[0 0 9 5] 

[^J4 1] N-^y-::^7W2-(3, p p 7cnr:/v)~6-t: 

MS m/z : 379 (M ; CI = 35 t LT) 

^HNMR (CDCl3)6 ppm : 1.06-1.83 (5H, m), 2.07-2.2 

2 (IH, m), 2.84 &; 2.98 (feJ^iirT 3H, ^ix-^ix s), 
3.53-3.75 (3H, m), 4.31-4.65 (2H, m), 7.04-7.54 (8 
H, m) 

[0 0 9 6] 

[f!l4 2] n'^yj^/l- -5-b Kp:»-> -N-7^^/I^ -2-(2 
MS m/z : 347 (M * ) 

^HNMR (CDCl3)6 ppm : 1.44-1.94 (3H, m), 2.25-2.4 

3 (IH, m), 2.85 &; 2.97 {ht^'tX 3H, ^rti-^fu s), 

3.51- 3.71 (2H, m), 3.81-3.95 (IH, m), {4. 09 &;4. 15 
(d,d, J = 7 Hz), 4.20 &; 4.70 (d,d, J = 16 Hz);fc 

fc-t-T 2H } ,4.61 (IH, s), 7.05-7.32 (5H, m), 7.42 
-7.48 (3H, m). 7.68-7.84 (4H, m) 
[0 0 9 7] 

imA 3] ]^-^:yi^)V -5-b Kp^-> -N->^^/W2-(l- 
MS m/z : 347 (M * ) 

^H NMR (CDCl3)6 ppm : 1.54-2.02 (3H, m), 2.30-2.4 
9 (IH, m), 2.61 &; 3.02 (fctoiirT 3H, ^tt-?ix s), 

3.52- 3.74 (2H, m), 3.49-4.54 (3H, m), 4.65 (IH, 
s), 6.96-8.11 (12H, m)^ 

[0 0 9 8] 

4] ^-^yjy/V -7-yp^-2-(3,4-v^^PP:7 3^ 
:=-7W)-N-p<-^/V--^7'^>-T^ K 
MS m/z : 455 (M " ; Br = 79, CI = 35) 
^H NMR (CDCl3)6 ppm : 1.06-1.51 (4H, m), 1.64-1.8 



9 (3H, m), 2.02-2.20 (IH, m), 2.85 &; 2.99 (fcfc'ii: 
T 3H,^etl^n s), 3.31-3.41 (2H. m). 3.62&;3.71 
(fcfc>-^T m^^fh^fl t, J = 7 Hz), {4.35 &; 4.59 
(d,d, J = 17 Hz), 4.59 (s^.-^Jp-^T 2H } , 7.04- 
7.42 (8H, m) 
[0 0 9 9] 

[fi?y4 5] N-^>v^/U-2-(3, A-JP P P :7 ji^yl^)-4-2}^ 

v?^pp><^:/ (96 ml)lc MJ :7;^-;^yv (0.48 g) 

Na^ilET. -50 X:KX. i?:^^;V7s;V'^^^^yV 
(0. 68 ml) m:^^J^ n P ^ ^ >- (7. 3 ml) bfct?!l 
(39) (Dr;v^-;vV^ (1.47 g) ^MTL. \(^^fmW 
i^>5^PP^i5^i^(7.8 ml){Cjg«|Lfch!;3i^ 
/V'T$>'(1.56 ml) SrJBiTL. ^fiTl^WR^L^feo 

^li^e*UfCo aiS*v^y*y/v^p-r ^>>^7:7.r- 
S^ffl^/^T3^5^L. i^i^n-^^^l^-mk^^^fV (1:1)T 
^Hi$n55^H*>e>. ffll^O^^Sft-g-^J (1.08 g. 

74. 4 %) ^#fCo 
MS m/z : 366 (M ^ ; CI = 35 t LT) 

NMR (CDCI3) 6 ppm : L 96-2. 10 (IH, m), 2.31-2.5 

3 (3H, m), 2.82 &; 2.99 (&fc>^T Z^^^fl^fl s). 
3.75 &; 3.87 {hh'^X IH, t, t, J = 8 Hz, 8 Hz), 

{4. 37 &; 4.58 (d, J = 17 Hz), 4.52 &; 4.58 (d, J = 
14 Hz), q 2f@T2H } , 7.01-7.42 (8H, m), 9.65 
&; 9.76 {ht>'tX m,^fl^fl s) 
m (45) t j^fetd i.^m (46) - (49) <Dit^^i:n 

[0 10 0] 

[fi?94 6] N-^ >i^/V-2- (3, 4->i^^ P P 7 3: ::i/P) -3-^ 
/V^/V -N-7^^/V7'P/>'>-T^ K 
MS m/z : 349 (M ; CI = 35 ^ LT) 
^H NMR (CDCI3) 6 ppm : 2.59-2.71 (IH, m), 2.87 &; 
2.93 (fefc^T 3H,'?rtt^tt s), 3.49-3.63 (IH, m), 

4.29-4.38 (IH, m), 4.52-4.68 (2H, m), 7.05-7.42 
(8H, ffl). 9.77 &; 9.81 (fcfc'&T lH,itl^tl s) 

[0 10 1] 

im4 7] N-Oi^/l^-2-(3, 4-i^ig^ p p y =r::=./U)-5-:^ 

MS m/z : 377 (M ; CI = 35 ^ LT) 

^H NMR (CXI3) 5 ppm : L 08-1. 79 (3H, m), 2.05-2.2 

4 (IH, m), 2.30-2.56 (2H, m), 2.84 &; 2.99 (fet?^ 
T 3H,-?:tb-?ix s), 3.61-3.75 (IH. m), {4.35&; 4.62 

(d,d, J = 17 Hz), 4.54 &; 4.64 (d, d, J = 15 Hz), 
&tP*T 2H ) , 7.04-7.51 (8H, m), 9.70 &; 9.75 
(fci^*T IH, ^tt^tb s) 
[0 10 2] 

[^J4 8] N-<:^v^/W -4-2lx/l/^/l/ -N-7t^/W2-(2-'^ 
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MS m/z : 345 (M ^ ) 

^HNMR (CDCl3)6 ppm : 2.10-2.26 (IH, m), 2.34-2.5 
4 (3H, m), 2.82 &; 2.98 (fcJP't'T 3H, ^^x^tl s). 
3.90-4.08 (IH, m), {4.23 &; 4.71 (d, d, J = 17Hz), 
4.54 &; 4.68 (d, d, J = 15 Hz), fet^-^T 2H } , 7. 
02-7.34 (5H, m), 7. 41-7. 52 (3H, m), 7. 66-7.85 (4H, 
m), 9.67 &; 9.76 (fci?*T IH,^ fifths) 
[0 10 3] 

im4 91 N-Ov^/V -4-4^>^W^/l^ -N-;^^yV-2-(l--:h 

MS m/z : 345 (M ) 

NMR (CDCI3) 6 ppm : 2.07-2.24 (IH, m), 2.40-2.6 
7 (3H, m), 2.58 &; 3.00 (fct^-t-T 3H, ^rix^ix s), 

{3.97 &; 4,40 (d, J = 17 Hz), 4.55 &; 4.71 (d,J = 
15 Hz), fofc-^T 2H } . 4.53-4.70 (IH, m), 6.91-8. 
24 (12H, m), 9.69&; 9.80 (fc*:)^T IH. s) 

[0 10 4] 

[^J5 0] 5- (4- r^VT^ K '^-y z^:=^)vyf^') ^Jy 

-W/V)-N-^y-:^/W2-(3, 4-S^^ n p :7 3c;=^;V)-N-pt 

(18.2 ml){C0i| (45) (DT/V-xfc VW^ (0.88 
Anal. : Calcd C, 62. 79 

Found C, 62.67 



; H, 
; H, 



IR (KBr) cm 



3420, 1640 



mmm. • 1/2 imm 



y^/vmM.^ 1 



mm. • 1/2 :mm 



Anal. 



Anal. 



Anal. 



Anal. 



Calcd C, 61.35 

Found C, 61.68 

Calcd C, 61.71 

Found C, 61.83 

Calcd C, 60.18 

Found C, 60.07 

Calcd C, 52.17 

Found C, 52.64 



Anal. : 



Calcd C, 56.72 
Found C, 56.33 

m (50) i:l^#<o*ife(rj:?)«^(5l)~(75)(^{t;^fe&# 

Anal. : Calcd C, 57. 53 ; 

Found C, 57.36 ; 

IR (KBr) cm : 1640 

MS m/z : 475 (M * ; y ]) ; CI = 35) 

^HNMR (CDCl3)6 ppm : 1.34-1.84 (4H, m). 2. 08 (3 

H, s), 2.21-2.33 (6H, m), 2.86 &; 2.99 {ht>'^X 3 
H,^:tim s), 3.39-3.45 (2H, m), 3.52-3.61 (2H, 



g) ^mmu NgM^KT. ^^^{CT. yi^^J>.i^Ty^^ 
nt: Ky K(0.31 g)RXJI^ 4- T± hT^ K -4-:7ni:n>rl- 

(0.61 g) ^iux.. if^mmwLfzo 

i5^pn;^x/l/A-i^^rc^/v-jc^y— /V (4:1:1)-C 

mm^iv6^m^^h. i^^^^i^mi^(Dmmit^^ (1.07 

g. IR^ 78.1 %)^#fco 
m. p. 56 (foam) 
MS m/z : 565 (M ; CI = 35) 

^H NMR (CDCI3) 6 ppm : 1.20-2.41 (12H, m), 2.01 (3 
H, s), 2.68-2.98 (2H,m), 2.86 &; 2.98 (fot)i^T 3 
n^^tl^tl s), 3.66 &; 3.75 (fo*5ii:T m^^tl^ti 
t, J = 7 Hz). {4.38 &; 4.63 (d.d, J = 16 Hz, J = 16 
Hz), 4.58 (d, J= 3 l{z),ht>^X 2H } , 5.49 &; 5.5 
2 (fct^-t-T IH, bs,bs), 6.97-7.46 (13H, m) 

mmM • 1/2 Tkfpi^ 

m. p. 134 X:^ (foam) 

6.42 ; N, 6.86 ; CI. 17.37 
6.99 ; N. 6.40 ; CI, 17.62 
m.p, 189-190 *t: 



; H, 6.06 ; N, 6.31 
; H, 6.34 ; N, 5.98 

m.p. 99X:^ (foam) 
; H, 6. 19 ; N, 5.99 ; CI, 10. 11 
; H, 6.44 ; N, .5.48 ; CI, 9.53 

m.p. 116 (foam) 
; H, 6.16 ; N, 8.77 ; CI, 11.10 
; H, 6.23 ; N, 8. 58 ; CI, 11.07 

m.p. 118 (foam) 
; H. 6.43 ; N, 5.70 ; CI, 9.62 
; H, 6. 16 ; N, 5. 64 ; CI, 9. 35 

m.p. 79t:~ (foam) 
; H, 6. 49 ; N, 6. 01 ; CI, 10. 14 
; H, 6. 53 ; N, 5. 89 ; CI, 9. 77 
[0 10 5] 

WiSl] 5-(4- T^'^/l^^^^yi^y -W/W)-N-^>- 
v^yV-2- (3, 4-S^ ^ P P y ^/P^ V ^ 

T ^ h^mmM '1/2 tk^^ 

H, 6.37 ; N, 8.05 ; CI. 20.37 
H, 7.16 ; N, 7.54 ; CI, 19.97' 

m), 3.63 &; 3.71 ($>fc»^T IH, ^ix-?tl t. J = 7 H 
z), {4.36 &; 4.63 (d.d, J = 17 Hz, J = 17 Hz), 4.56 
&; 4.61 (d,d, J = 15 Hz, J = 15 Hz), fcto^T 2H 
} , 7.04-7.42 (8H, m) 
[0 10 6] 
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im^ 2] 5-(4- Tir^/i^b^^?i^> -W/i^)-N-^^^ 
-:;^yV-2-(3, P P x:=:/P)-N-;?< >T Z 

Anal. : Calcd C, 63. 42 ; H, 

Found C, 63.74 ; H, 

IR (KBr) cm : 1710, 1640 

MS m/z : 550 (M * ; :7 y -{z|c ; CI = 35) 

^HNMR (CDCl3)6 ppm : 1.33-1.76 (4H, m), 1.89 &; 

1.90 (fcfc^T 3H,'?:ixm s), 1.98-2.34 (6H, m), 
2.38-2.46 (2H, m), 2.60-2.71 (2H, m); 2.84&;2.97 
(fcfc-frT 3H,•?:^^^^^ s), 3.65 &; 3.74 iht>'tX 1 

H, t,t. J = 7 Hz, J = 7 Hz), 4.35-4.65 (2H, m). 6. 

99-7.41 (13H, m) 
[0 1 0 71 

. im5 3] 5-(4- r±hT^V -4-y3^=^/V-fcf-^!J i^^' 
-W/W-N-^:^i^/V -N-;^^/V -2-(2- ^y^f^/l^ ^ 

in.p. 148-151t: 

IR (KBr) cm : 3300, 1640 

MS m/z : 547 (M * ; :7 y -f*:) 

NMR (CDCI3) 6 ppm : 1.39-2.23 (8H, m), 2.02 (3 
H, s), 2.35-2.59 (4H, m), 2.83-2.94 (2H. m), 2.88 
k\ 2.^1 (fct5^T 3H,^:tim s). 3.87 &; 3.97 (fc 
t>*T IH. t.t, J = 7 Hz. J = 7 Hz), {4.25 &; 4.74 
(d, d, J = 17 Hz, J= 17 Hz), 4.53 &; 4.68 (d, d, J = 
15 Hz, J = 15 Hz), fcfc^T 2H } , 5.84&; 6.03 (& 
fc>^T IH, bs,bs), 7.03-7.48 (13H, m), 7.67-7.85 
(4H, m) 
[0 10 8] 

im^Al 4- {T'^^^i^^f^yV^^ -W/v)-N-^:xi^ 
m.p. 93 (foam) 

Anal.: Calcd C, 65.82 ; H, 6.95 : N. 7.42 
IR (KBr) cm *H°^64(f' 66.12 ; E, 7.26 ; N, 7.19 

MS m/z : 457 (M ; :7 y -#:) 
^H NMR (CDCl3)6 ppm : 1.31-1.93 (4H, m), 2.06 (3 
H, s), 2.11-2.39 (6H, m). 2.86 &; 2.97 (,ht>^X 3 
H.'tn^tt s), 3.38-3.44 (2H, m), 3.56-3.63 (2H, 
m), 3.82 &; 3.91 (fefc*T IH, ^rtl^tb t, J = 7 H 
z), {4.22 &; 4.77 (d, d, J = 17 Hz, J = 17 Hz), 4.57 
&; 4.65 (d,d, J = 15 Hz, J = 15 Hz), foi^-^T 2H 
} . 7.05-7.34 (5H, m), 7.42-7.51 (3H. m), 7.67-7. 
83 (4H, m) 
[0 10 9] 

I^J5 51 5-(4- T-^^/V -4-P^3:^/Wb''--^y ■^>- -1- 
>f/W)"N-^>--:^/l^ -N-7tf-/W2-(2-J-:7^/W) 

Ka^:a-i.5 imm 

m.p. 91 t'^- (foam) 



Ymm!& * 1/2 tk^^ 

m.p. 72 X:^ (foam) 
6.48 ; N, 4.62 ; CI, 17.55 
6.72 ; N, 4.43 ; CI. 16.72 

Anal.: Calcd C. 70.24 ; H, 6.98 ; N, 4.31 
IR (KBr) cm ^^^70(P.' IM^ ' ^ ^'^l ; N, 4.92 

MS m/z : 532 (M ; ^7 y -W) 

^H NMR (CDCI3) 6 ppm : 1. 50-2. 45 (12H, m), 1.90 (3 
H, s), 2.71-2.79 (2H,m). 2.86 &; 2.96 .(fofc>*T 3 
n^^tl^tl s), 3.84 &; 3.95 (&t>ii:T IH, ^rtl-^tl 
t, J = 7 Hz), {4.25 &; 4.74 (d,d, J = 17 Hz, J = 17 

Hz), 4.54 &; 4.67(d.d. J = 15 Hz, J = 15 Hz), 
iirT 2H } . 7.03-7.48 (IIH, m). 7.66-7.83 (4H, m) 

[ 0 1 1 0 1 

[CT 5 6 1 5-(4- T±hr^V* -4-:7ai::^/Vb'*^y 

9^yr% ymk^' irnrn 

m.p. 169-172t: 

Anal.: Calcd C. 69.90 ; E. 6.92 ; N, 6.40 
IR (KBr) cm ^»?%29(P,' ^4^^ ; H, 6.88 ; % 6.52 

MS m/z : 547 (M ; >^ y —W) 

^H NMR (CDCI3) 6 ppm : 1.47-3.05 (14H, m), 2.03 (3 
H, s), 2.66 &; 3.03 (fct>^T 3H, -ttl-?*! s), 3.97- 
4.73 (3H, m), 5.95 &; 6.19 ($>t>ii"r IH, bs,bs), 
6.93-8.14 (17H, m) 
[0 111] 

[^J 5 7 1 5- (4- T-^f-ZV -4-yj:^/Pb''^y v^>- -1- - 
^/V)-^-^^/-^)^ -N-^f-/W2-(l-^y^/V) 

K#Sjfi-1.5 Tfcft^ 
m. p. 80 t:-- (foam) 

Anal.: Calcd C. 70.24 ; E. 6.98 ; N, 4.31 
IR (KBr) cm "^"^Kl^^^ ' ^ 6.98 ; % 4.09 

MS m/z : 532 (M * ; :7 y -#) 

^H NMR (CDCI3) 6 ppm : 1.43-2.91 (14H, m), 1.91 (3 
H, s). 2.62 &; 3.09 (fei^iirT 3H, ^ix^tt s), {3.99 
&; 4.62 (d, J = 16 Hz), 4.57 &; 4.72 (d, J =15 Hz), 
fcfc^T 2H } , 4.40-4.45 (IH, m). 6.87-8.17 (17 
H, m) 
[0 112] 

[0J 5 8 1 5-(4- r^'f'fv'^^y^y^y -W/i^)-N-<:^ 
i^/v -N-p<^/W2-(l-'^:7f-/w) ^i/9i^r% YW^M. 

m.p. 100t:~ (foam) 

IR (KBr) cm : 1640 ' 

MS m/z : 457 (M ; :7 y -ft:) 

^H NMR (CDCI3) 6 ppm : 1.40-1.85 (4H, m), 2.07 (3 
H, m), 2.18-2.45 (6H, m), 2.62 &; 3.04 (fcfc>i^T 3 
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H,ifl^tl s). 3.38-3.45 (2H, m), 3.52-3.63 (2H, 
m), 3.94-4.72 (3H, m), 6.97-8.16 (12H, m) 
10 113] 

ims 9] 4-(4- Tir hT^ K -4->^3^^yV-t:''^ y v^:^ 

Anal. : Calcd C, 62. 26 ; H, 

Found C, 62.38 ; H, 

IR (KBr) cm : 3250, 1640 

MS m/z : 551 (M ; y -ft:, CI = 35) 

NMR (CDCl3)6 ppm : 1.98-3.13 (12H, m), 2.11 (3 

H, s), 2.83 &; 2.99 (fcfclirT s), 3.45- 
3.52 (IH, m), 4.26-4.87 (2H, m), 6.69-6.84 (IH, 

m), 6.90-7.42 (13H. m) 
[0 114] 

[M6 0] 4- (4- r-fe^/V -4-:7zn:=./l^t:°^^i;^y -1- 

m.p. 82 X:^ (foam) 

IR (KBr) cm : 1710. 1640 

IIS m/z : 551 (M * ; :7 y — CI = 35) 

NMR (CDCl3)6 ppm : 1.78-2.98 (12H, m), 1.88 &; 

I. 90 (fcfc-^T 3H,^:tt^n s), 2.86 &; 2.98 (fofc>^ 
T 3Yi,ai^iV s), 3.86 &; 3.95 (fofc-frT IH, ^rtl-? 

t, J = 7 Hz), 4.35-4.66 (2H. m). 7.05-7.43 (13 
H. m) 

Anal. : Calcd C, 61. 04 ; H, 

Found C, 61.04 ; H, 

IR (KBr) cm : 3300, 1640 

MS m/z : 579 (M * ; V —ft:, CI = 35) 

NMR (CDCyS ppm : 1.17-2.31 (lOH, m), 2.04 (3 
H, s), 2.49-2.77 (6H,m). 2.86 &; 2.98 (fot^-^T 3 
s), 3.67 &; 3.78 (fcfc^T IH, -ttl^tt 
t, J = 7 Hz), {4.37 &; 4.61 (d, d, J = 17 Hz, J = 17 
Hz), 4.52 &; 4.66(d, d, J = 15 Hz, J = 15 Hz), ht> 
Anal. : Calcd C, 64. 12 ; H, 

Found C, 63.60 ; H, 

IR (KBr) cm : 1710, 1640 
MS m/z : 564 (M ; y -ft:, CI = 35) 
^HNMR (CpCla)^ ppm : 1.41-1.85 (lOH, m), 1.91 (3 
H, s), 2.06-2.21 (2H,m), 2.30-2.51 (4H, m), 2.85 &; 
2.98 (fcfc^T 3H,-?:tl^n s), 3.63 &; 3.74 (fefc> 
•^T m,^tl^tl t, J = 7 Hz), {4.38 &; 4.62 (d,d, 
J = 17 Hz, J = 17 Hz). 4.53 &; 4.63 (d, d, J = 15 H 

Anal. : Calcd C, 57. 05 ; H. 

Found C. 56.90 ; H, 

IR (KBr) cm : 1640 

MS m/z : 489 (M ; y -ft:, CI = 35) 

^H NMR (CDCl3)6 ppm : 1.20-1.84 (6H, m). 2.08 (3 

H. s). 2.27-2.42 (6H, m). 2.84 &; 2.98 (ht>tX 3 

H,^fl^tl s), 3.43-3.46 (2H, m), 3.58-3.72 (3H. 

m). 4.32-4.68 (2H. m). 7.06-7.41 (8H, m) 



^f^-^^. $ Ywrn^ ' 1/2 imm 

m-p. 140t'^ (foam) 

6.24 ; N, 7.02 ; CI. 17.78 
6.46 ; N. 6.83 ; CI, 17.33 
[0 115] 

[fy 6 1 ] 4- (4- T-^^/Wb^-^^v^V -W/U)-N-^V 
>yyW2- (3, 4- ^xixiy^x. ::^/W) -N-^ ^^v:/^ ^ K 

IR (KBr) cm : 1640 
MS m/z : 461 (M ; :7 y —ft, CI = 35) 
^H NMR (CDCI3) 6 ppm : 1.61-2.36 (8H, m), 2. 06 &; 
2.07 (fcJp-^T 3H,*tt^|x s), 2.88 &; 3.00 (fefc 
itr 3H,^tt€iX s), 3.28-3.61 (4H, m), 3.86 &;3.93 
(foi:>^r lH,^:tLm t, J = 7 Hz), {4.36 &; 4.64 
(d,d, J = 17 Hz, J = 17 Hz), 4.55 &; 4.62 (d, d, J = 
15 Hz, J = 15 Hz). fcfc^T 2H } ,7.02-7.44 (8H. 
m) 

[0 116] 

W\^2 \ 6-(4- hT$ K -4-:7ai:^/Vb:'^^y -JV 
-l--f /U) -N-^ y i;^/V-2- (3, 4-^ i^uuy:c -N-p^ 

m. p. 91 (foam) 
6.29 ; N, 6.10 ; CI, 10.29 
6.78 ; N, 6.37 ; CI, 9.92 

*r 2H } , 6.00 &; 6.16 (hi:>'^X IH.bs.bs), 7.01 

-7.42 (13H, m) 
[0 117] 

W\e 3.1 6- (4- T-fer^/V -A-y :n:=:/U\f^]} i:^>' "l- 
^ M -N-^ Vi^/W2- (3. P P :7 3: :=:/V) -N-;?< ^/l^ 

m.p. 81 X:^ (foam) 
6.15 ; N, 4.27 ; CI, 10.82 
6.23 ; N, 4.31 ; CI, 10.52 

z, J = 15 Hz), 2H } , 6.97-7.41 (13H. m) 

[0 118] 

[#y 6 4 ] 6-(4- r± hT^ K -4->^:ii:^/I^b°^y i^V 
-l-^/U)-N-^:^i^/U-2-(3.4-i^^ P P :7 3i:=^>^U)^-^ 

^/v^^f-yr ^ vmwtm - 1/2 tk^^ 

m.p. 135-138t: 

6.15 ; N, 7.12 ; CI, 12.02 
5.87 ; N, 6.57 ; CI, 11.87 
[0 119] 

[CT 6 5 ] N-^y v^/W2-(3, 4-v^^ p p y :x.:=^/U)-n-;>^ 
^/w5-(4-b°--^y -l-^M ^l^i^>r^ h* 
IR (CHCI3) cm : 2957. 2938, 1716. 1644 
MS m/z : 446 (M CI = 35) 

^H NMR (CDCl3)6 ppm : 1.6-2.0 (2H, m), 2.0-2.2 (2 
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H, m), 2.2-2.5 (6H, m). 2.5-2.8 (4H, m), 2.86 {2H, 
s), 2.99 (IH, s), 3.6-3.8 (IH, m), {4.36 (d, J = 
17 Hz). 4.59 (bs). 4.60 (d, J = 17 Hz),ht>'tX 2 

Anal. : Calcd C, 56. 22 ; H, 

Found C, 56.62 ; H, 

[0 12 01 

[me 6] 5-(4- jlJ/W<^yf/P\i'^Vi^l^ -l-^/W)-N- 
^>i^jU-2-{3, 4- P P y:cz=.;U)'-lh:;i "j^jV^V^ V 
K 

IR (CHCI3) cm : 3532, 3413. 2948, 1679. 1644, 1 
591 

MS m/z : 475 (M " ; CI = 35) 

^^MR (CDCla)^ ppm : 1.3-2.2 (IIH, m), 2.23 (IH, 

t, J = 7 Hz), 2.32 (IH, t, J = 7 Hz), 2.8-3.0 (2 
H, m). 2.86 (2H, m), 2.98 (IH, s), 3.65 &; 3.75 

(fcfc>^T lH,^tl.€H t, J = 7 Hz), {4.38 (d, J = 

17 Hz), 4.58 (bs),4.62 (d, J = 17 Hz), &t>^T 2H 

} . 2.4-2.7 (2H, bs), 7.0-7.5 (8H, m) 

m. p. 63 t-- (foam) 
[0 12 1] 

[IRI6 7] N-^>-i>^/W2-(3, P ny ^z:^^v)-^-:^ 

^yp -5-(4-(2-br^y )V)-\f^^) ""J^y -W 

IR (CHCI3) cm : 3020. 1667, 1648 
MS m/z : 515 (M ; CI = 35) 

NMR (CDCl3)6 ppm : 1.3-1.8 (6H, m), 1.9-2.2 (6 
H, m), 2.2-2.5 (4H, m), 2.85 (2H, s), 2.85-2.98 (2 
H, m), 2.98 (IH, s), 3.63 &; 3.72 (fofc>-^T IH, ^ti 
t, J = 7 Hz), 3.9-4.1 (IH, m), {4.36 (d, J = 
17 Hz), 4.58 (bs). 5.62 (d. J = 17 Hz),feto'^"C 2 
H } , 7.0-7.5 (8H, m) 

m.p. 178-179t: 
to 1 2 2] 

[^J6 8] N-<>-v^/W2-(3, 4-v^^ P P :7;iin/l^)-N-;>^ 
^/w5-(i-:7:iir^/i^ -1,3,8- HJTif>^tfp-(4,5)-r:?^ 

-\-i^^y -8->r/v) ^^y^i/T^ K 

m.p. 134-136t: 

IR (KBr) cm : 3391, 3248, 2929, 1710, 1643, 160 
1 

MS m/z : 578 (M * ; CI = 35) 

^H NMR (CDCi3)6 ppm : 1.3-1.9 (6H, m), 2. 0-2. 2' (1 
H, m), 2.3-2.5 (IH, m), 2.5-2.6 (IH, m), 2.6-3.0 
(5H, m), 2.86 (2H, s), 2.99 (IH, s), 3.68 &; 3.79 
(&i3*T lH,^ixm t, J = 7 Hz), 4.3-4.7 (2H, 
m), 4.73 (2H, bs).6.0-6.2 (IH, bs), 6.8-7.5 (13H, 
m) 

[0 12 3] 

W\e 9] N-<>-i^/W2-(3, 4->^^ P P yji^/V') -5- 



H } , 7.0-7.5 (8H, m) 

m. p. 65 t'-' (foam) 
5.80 ; N, 5.04 ; CI, 12.77 
5.73 ; N, 5.79 ; CI, 15.81 

(4-t: Kp^-> -4-y3:^/Wtf^!Ji>^:^ -W /U)-N-p< 

IR (CHCI3) cm : 3720, 3610, 2953, 1643, 1603 
MS m/z : 524 (M * ; CI = 35) 

^HNMR (CXl3)6 ppm : 1.4-1.9 (6H, m), 2.0-2.3 (3 
H, m), 2.3-2.6 (4H, m), 2.8-2.9 (2H, m), 2.86 (2H, 

s), 2.98 (IH, s), 3.6-3.9 (IH. m). 4.3-4.7(2H. 
m), 7.0-7.6 (13H, m) 

m.p. 115-118t: 
[0 12 4] 

7 0 ] N--^ V (3, 4- ^ p p ji :r:/P) -5- (4 

IR (aiCIg) cm : 3705. 3610, 2974, 2938. 1644, 1 
603 

MS m/z : 448 (M ; CI = 35) 

^HNMR (CDCl3)6 ppm : 1.3-1.8 (7H, m). 1.8-2.0 (2 
H, m). 2.0-2.2 (2H, m), 2.2-2.5 (2H, m). 2.6-2.8 
(2H, m), 2.85 (2H, s), 2.98 (IH, s), 3.6-3.8(2H, 
m). 4.3-4.7 (2H, m), 7.0-7.5 (8H, m) 
[0 12 5] 

im7 1] 5-(4- T-fe: hT^ K -4-y ^:=^;l^}:f^}) 
-W/V)-N-<yv^/W -N-^^/V -2-f7^/U^Vj^^^ 

m.p. 193t: 

IR (KBr) cm : 1678, 1623 
MS m/z : 561 (M * ) 

^H NMR (CDCl3)6 ppm : 1.55-1.93 (5H, m), 2.04 (3 
H, s), 2.2-2.4 (IH, bs). 2.65-2.77 (2H, m), 2.78 &; 
2.86 (fofc)^T 3H, -til-^tl/ s), 2.9-3.3 (7H,m), 3. 
4-3.6 (3H, m), 4.29 &; 4.40 (fot^ii-T IH, ^tb^ix 
d, J = 17 Hz), 4. 17 &; 4. 75 (fci^iirT 2H, ^tl^tl 
d, J = 15 Hz), 6.75-7.85 (17H, m) 
[0 12 6] 

im? 2] 5-(4- T±^/V -4-y:r:=:.;U\f^]} Z^y -1- 
^;v)-N-^Vv^/v -N-;>t^/W2-(2-^y^-^yV;><5^>^v) ^ ' 

yr ^ h^mmm. 

ap. 85 t 

IR (KBr) cm : 1704, 1634 
MS m/z : 546 (M * ) 

^H NMR (CDCI3) 6 ppm : 1.38-1.9 (5H^ m), 1.93 (3H, 
s), 2.29-2.47 (3H, m). 2.68 &; 2.92 (&J:>*T 3H, 
^tl^tl s), 2.57-3.19 (6H, m), 3.45-3.7 (3H, m), 
4.24 &; 4.77 iht^'tX 2H, ^tl^tv d, J = 15 Hz), 
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6.80-7.85 (17H,m) 
[0 12 7] 

m? 3] 5- (4- T±hT^ V -4-y:ji::^/V}l'^Vi:^y 
m.p. 125t; 

IR (KBr) cm : 3419, 1677, 1637 
MS m/z : 511 (M ^ ) 

NMR (CDCl3)6 ppm : 2.12 (3H, s), 1.44-2.16 (4 
H, m), 2.68 &; 2.92 (fct?*T 3H, ^tb^tl s). 2.61 
-3.41 (lOH. m), 3.26-3.40 (2H, m). 4.22 (lH,d, J = 

7 Hz), 4.38 &; 4.65 {hi^^X 2H,^tl^tl d, J = 
15 Hz), 6.78-6.87 (IH, bs), 6.90-7.40 (15H, m) 

[0 12 8] 

im? 4] 4-(4- T±hr^ K -4-7a::=:/i/if^yi;^v 
-l-^M-n-^yj^/U -N-;?t ^/l/-2-(2-'^:7^/U;;< ^ 

in.p. 110*C 

IR (CHCI3) cm : 3230, 1675, 1630 

MS m/z : 547 (M " ) 

^HNMR (CDCl3)6 ppm : 1.7-2.4 (8H, m), 2.62 &; 2.9 
2 (fcfc^T 3H,^*t<ett s), 2.5-3.5 (lOH, m), 3.9 
1-4.20 (2H, m), 4.68-4.81 (IH, m), 6. 72-7. 88(1 7H. . 
m) 

[0 12 9] 

imi 5] 5-(4- T±hT^ K -A-y^=:^;V\f^]}i^> 
-l-^M-N-O-i^^yV -N-;?t^/W2-(2-'j->^f^/W^:r) 

Anal. : Calcd C, 62. 33 ; H, 

Found C, 62.64 ; H, 
IR (KBr) cm : 3270, 1680, 1640 
MS m/z : 593 (M * ; :7 y —i^, CI = 35) 
^H NMR (CDCI3) 6 ppm : 1.06-1.76 (8H, m), 2.02 (3 
H, s), 2.06-2.39 (8H, m), 2.78-2.82 (2H, m), 2.85 
&; 2.98 (ht>tX ZH,^tl^fl s), 3.61 &; 3.70 (fe 
fciirT m^^tl^tl t, J = 7 Hz), {4.35 &; 4.63 (d. 
d, J = 17 Hz), 4.59 (s),^t>-&T 2H } , 5.52 (IH, 

Anal. : Calcd C, 64. 57 ; H, 

Found C, 64.31 ; H, 

IR (KBr) cm : 1700, 1640 
MS m/z : 578 (M " ; y ]) —t^, CI = 35) 
^HNMR (CDCl3)6 ppm : 1.04-1.83 (8H, m), 1.90 (3 
H, s), 2.01-2.28 (6H, m), 2.43-2.48 (2H, m), 2.69- 
2.72 (2H, m), 2.85 &; 2.98 (fefc-frT 3H, ^rtl-^tt 
s), 3.60 &; 3.69 (fc^^-^T IH, -ttl^tl t, J = 7 H 
z), {4.35 &; 4.62 (d,d, J = 17 Hz, J = 17 Hz), 4.5 
8 (s), -g^fciirT 2H } , 6.99-7.41 (13H. m) 
[0 13 2] 

im? 8] N-<>- v^/W2- (3, P P y:j^:=^M -4- 

(1, 3-i>:t^ yyy '2'^J\d -N-;>< l^T $ K 



m.p. 133t: 

IR (KBr) cm : 3413, 1676, 1643 

MS m/z : 579 (M * ) 

^H NMR (CDCI3) 6 ppm : 1.54-2.36 (8H, m), 2.97 &; 
2.99 (fe^P-^T m^ifl^fl s), 2.55-3.45 (9H, m), ^ 

3.84-4.07 (IH, m), 4.37 &; 4.38 &; 4.74 &; 4.76 (fe 
t>^X 2H,^rti^tt d, J = 15 Hz), 6.87-7.10 (IH, b 
s), 7.10-7.96 (17H, m) 

[0 13 0] 

mi Q \ 7-(4- r± Vr^ V -A-y 

-1--^ Ad -N-^>^ v^/V-2- (3, 4-S^ ^ P P 7 31 =^;V) -N- 
:^ ^/v^-f^ >T ^ VmmM. ' 1/2 TKfP^ 
^ (44) -e#?>ttfcN-^yv^/V -7->^P^-2-(3,4-i^iJ^ 
PP:7air::/W)-N-p«^7V^7'^>^T5 K (0.457 g)<D D 
MF^?K (9 ml) K4-T±hr^ K -4-73:r^/Pf^y 

(0. 280 g)Rrj h V =rL^/vr ^ y (o. 15 mi) ^ 

iPx.. 50ttCTinl^^ft?^*fco §e>tC. Nal (0.030 

g) RXJ^MW (0.252 g)Sr*Px.. 50t:-C2^W. 85^:-^? 
SrgSLfco jSiSSrv^i;;«7y/v;j5;9i^i^P'^h^7:7^ 

-S^>«V^T«Kb (^PP3^:>r^A-3l^/-/^-|^^:3^ 
^yK6:l:l - 4:1:1)). ^H{k^%<OT ^ 7 37 p -ft: 
(0.459 g)Sr#fCo $?>(C:xi5^y-/H^^«?Lfcm. 
m (0.077 g)S:JP;?:TSffiL. ^ ^ VT'p t:'* 
/v:3i^x/wd^e>S)^fBS:m\ mmit^Hio (0.471 g)Sr 

m.p. 151-153^: 
6.39 ; N, 6.06 ; CI, 10.22 
6.43 ; N, 6.12 ; CI, 10.32 

bs), 7.04-7.42 (13H, m) 
[0131] 

[^J 7 7 ] 7-(4- 7-^ hT^ K -A-y:L.:=.;U}^^yi:^y 
-1-^ /U) -N-^ y v^/W-2- (3, 4-i^ P P y 3: ri/]^) -N- 

m (74) t\^mKLx^m\^fto 

m.p. 135-136t: 
6. 32 ; N, 4. 18 ; CI, 10. 59 
6.42 ; N, 4.23 ; CI, 10.40 

DMF (60 ml) KM (35) (OT ^ (3. 08 g) 
N2^^(tT^ 7|cy^{-T. 1.0 M NaN(TMS)2/THF 

(11 ml)Sr^)Pxfc^> 2-(2- :fx2^:x.^/U)-l,3-i^:t^ 

yyy (1.32 ml)Sr*P;t. ^jaT? 2 ^Mffii^ LfCo 

^fnaw*. i&fp^^TK-T^jjfei^^^ ^m-r 

/^:^^p-^^^7:7-Y-s^^v^TSi^b> i^i^ti^^^y 
-i^s^ai^/w (i:i)"esa$n55^Hid^e>. ffl«<^:^ja 

{b^^ (3.45 g, itX^ 84.4 %)^#fco 
MS m/z : 407 (M * ; CI = 35 t LT) 
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NMR (CDCl3)6 ppin : 1.44-1.92 (3H, m), 2.13-2.3 
0 (IH, m). 2.84 &; 2.97 {ht>'^X 3H, s). 
3.67-3.99 (5H, m). {4.36 &; 4.61 (d, d, J = 17 Hz, 

J = 17 Hz), 4.59 (d, J = 5 Hz), -g^t^^T 2H } , 
4.77 &; 4.86 (fcfciirT IH, -ttl-^H t, J = 5 Hz), 
7.03-7.48 (8H, m) 

[0 13 3] 

[^^J 7 9 ] N-^>'v^/W2-(3, i-iyj^ P P y zr,::^M-'3':^^ 

THF (17 ml) \CW (78) (Dr±^—/VW: (3.43 g) Sr^ 

ML. ^mcx. mWt(2S mDRXfyi^ (14 mD^M:^. 

B^ag^^/w (l:l:l)-C^ffi$ttS4^B;d^b. fflt^coSJa 

it^mtmmt^m(Dm v.m^m (3.07 g) ^#fc, 

[0 13 4] 

ims 0] 2-0,3- -:;^::^:^y7>- -2-^/V)-2-(2- -^7 

2-(2- :^:7^/l/) ;?(^/Wn:x^S?^^/W (8.80 g) 
DMF^M (150 ml) K^T^T. •:^ h U tf:^ h ^ 
/l/iXU/VT^ THF^ie^ (1 M, 36.1 ml) RXf 2-(2- 
>^n^ai^yV)-l,3->?:t=^yy^/ (7.12 g) $rJDx., 50 

(v-iJ^p^arf-V-i^g^^i^/P = 3:1) . 10.98 g (Om 

^HNMR (CDCl3)6 ppm : 1.65-1.78 (2H, m). 1.92-2.0 
5 (2H, m), 3.40 (2H, s), 3.72 (6H, s), 3.80-4.00 
(4H, m), 4.88 (IH, t. J = 5 Hz), 7.2-7.9 (7H,m) 
[0 13 5] 

I^JS 1] 4-(l,3- -J:t^yy> -2->f /V)-2-(2- ^7 

4-(l,3- -Jir^Vyl/ -2— r/^)-2-(2- ^y^JV;^^ 
;V) -rul^m^J:^'^/^ (3.63 g) <0 DMF^IK (30 ml) 
tr, LiCl (827 mg) StJ^TK (351 /zDSrJnx, 180t:-C 

= 3:1). JftJl^O^^M^b-a^^ (1.64 g) <Sr#fCo 
^HNMR (CDCl3)6 ppm : 1.6-1.9 (4H, m), 2.7-2.9 (1 
H, m), 2.92 (IH, dd, J= 6, 13 Hz), 3.11 (IH, dd, J 
= 8, 13 Hz), 3.58 (3H, s), 3.8-4.0 (^, m), 4.8- 
4.9 (IH, m), 7.2-7.8 (7H, m) 
[0 13 61 



I^J 8 2 1 4-0,3- ^J':i'^yyy -2-^ ;V)-2-{2' &y 

4- 0,3- iy:t^yy> -2->r/l^)-2-(2- ^y^)V^^ 
/l^) T'^^^g^^^/l^ (1.64 g) (D:^^ (15 m 

IN NaOH imWL (10 ml)4rJnx.. 2 JPfialJfE 

1 N HCl (9.5 ml) ^*PxlT pH 4 l^^MUfCo * 

±T*$J;iim. ^jK^ei-rsi:. ?Sit^o:Sa^t:^^ (i. 
62 g) SrWfco 

^H NMR (CDCI3) 6 ppm : 1.62-1.89 (4H, m). 2.78-2.9 
1 (IH, m), 2.93 (IH, dd, J = 6, 13 Hz), 3.16 (IH, 
dd, J = 7, 13 Hz), 3.75-3.98 (4H, m), 4.81-4.88 (1 
H, m), 7.25-7.85 (7H, m) 
[0 13 7] 

8 3 1 N-^:^v^/W4-(l, z-K/ir^Vyy -2-^/w)- 
2- (2- -j-y^yv) i^^)V^^l/T% K 

m (36) }imm^\.xw&\'c^m^mz.. 

^HNMR (CDCl3)6 ppm : 1.6-2.1 (4H, m), 2.59 &; 2.8 
4 (-g^jDii-T 3H,^:tt-^tL s), 2.9-3.3 (3H, m), 2.75 
-4.04 (4H, m), 4.13 &; 4.22 ('g'i^^T IH, ^H^tt 
d, J = 17, 15 Hz). 4.30 &; 4.77 {^"t^^X IH, ^rti 
d, J = 1 7. 1 5Hz) , 6.6 4 
-7. 9 0 (12H, m) 
[0 13 8] 

[«?!l 8 4 1 N--<yi^>^l^ -4-3s?^/V^/V -N-7t^yW2-(2- 

N-^V-t^yl- -N-^^/W4-(l,3->^:t=¥:SXy:x -2-^>^V)- 
2-(2- -^y^/VT^f-zl-) ':f9l^mr^ K 0.67 g) ICT 
^YV (20 mDSU^TK (10 ml)^in^fcmM}-^»(?5«S 

ilSriPx.. 2.5 i^ra«#Lfco ^fi#a*-e?a«^Ttf 

^^tt^?g^5:j^g^Lfcm. g^K:^^/W(100 mix 2) 

fco Ji?««rJ^ig3^Lfc^. i/y;^7y/Wi5^p-^bi5^7:7 
(i/>5^n-^^f-:/-B^g?^f-/v = 1:1) -eftiSU 
^^JSib-g^i^ (i.30g) ^?ft<^^Ki:bT#fCo 
IR (CHCI3) cm : 1724, 1633 
MS m/z : 360 (M ) 

^H NMR (CDCI3) 5 ppm : 2.59 &; 2.87 (^^9^T 3H, ^ 
s), 1.86-2.58 &;2.82-2.93 (-g^fc-frT 4H, -tix 
m), 3.00-3.20 (2H, m), 2.96 &; 4.19 (-g^fc-frT 
lH,^nm d, J = 4.6 Hz). 4.25 &; 4.73 (^Jd-^T 
2H,^n^ix d,J = 15 Hz), 6.73-7.79 (12H, m), 9.6 
3 &; 9.76 (-a^i^-frT IH, -tH^tb s) 
[0 13 9] 

5- t-:/^/Vv^;^^/UVP=^i/-^y^5^V^ 0.0 g)^ti; N 
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- ^yi^/u -}i-;^^juT^> (585 ii D^mt^^i^:^ 
(12 ml)tSs*^Ufc^. tKJ^T 1- b Knaj^S/-<:/>^ h 
yr^^^/Vb VU-h (557 mg) , 1- oi^/V -3- (3' 

- v^^ f-/WT ^ / T'n bVi^) :>(77P7}?i^^ ^ K:fi®?M (94 
9 mg) RXf h V ^"f-fVT % V (575 m D SriDx.. ^i^T* 

(100 mix 2) -ertffibfco i^mm^. m^m^iry^e 
= 5:1) x-mmL. MMit^m 

(1.20 g) ^#fCo 

NMR (CXI3) 6 ppm : 0.08 &; 0.11 (^i^^T 6H, ^: 

*L€tt s), 0.95 &; 0.97('a^iD^T9H, -ttt-^tls), 1.5 

5-1.86 (4H, m), 2.40-2.50 (2H, m), 2.97 &; 2.99 
(^t^'^X 2H,^il^fl s), 3.62-3.74 (2H, m), 4.60 
&; 4.66 {^t>'&X2U,^tl^tl s), 7.19-7.45 (5H, 

m) 

[0 140] 

-:^^y:/Dbf/i/T^^^ (533 mDo thf^tS? (4 mi) \z. 

-7SX:\zm^X n- :/^/uy^!>A (2.4 ml) ^t3>o< 
fPffirU. 305>ffl«l^Lfco ^0^?g?lC«?IJ (83) (Dit^ 
m (1.16 g) <D THF^ (4 ml) ^^p< fPiSTb. 30 
3>WSI#Lfc^. -O-i^/Vl/n^ K (494 nl)(0 THF^ 
fijr (4 ml) Srt5>o< !?|gTbfco Srti^lKSr -60t:-e6B* 

(100 mix 2) T^ttWLfc^. *«S^^K. ^fPMW 

3:1) x'mk\^. wMWL^m (0.94 g) 

IR (CHCI3) cm : 1633 
MS m/z : 425 (M " ) 

^HNMR (CDCl3)6 ppm : 0.04 (6H, s), 0.86 &; 0.88 
(^t>^T 9H, "tix-eix s). 2.62 &; 2.86 (^J:>*T3 

H. ^rtl^Hs). 2.65-3.1 (5H, m). 3.49-3.67 (3H,m), 
4.22 (IH, d, J = 7 Hz), 4.38 &; 4.65 i^^^io^X 2H, 

^tl^tl d, J = 15Hz), 6.80-7.35 (lOH, m) 
[0 14 1] 

ims 7] 2,N-^^^>^i^/U -N-T^f-zV -5-b 

(86) O^b-g^ife (0.94 g) (D (10 mDlC^a 

(1.0 M, 5 ml)SrJD^ll*Wa#Lfco K^&?K*ffl?P« 

fl:T^/^:=^^i^7Kl-fcft. g^^^^/V (100 mix 2) X 

mmLtzm. WmSS:*. ^fPfiWTK. fm^Myi^Xilt 



y^- mm:m^^=^M xmmu mmit^m (o. 
66 g) ^m^ikmKtLxmco 

IR cm : 1630 
MS m/z : 311 (M ) 

'H NMR (CDCI3) 6 ppm : 1.82-2.05 (IH, bs), 2. 62 &; 
2.86 (-g^fcj^T 3H,^:iX?tt s), 2.65-3.1 (5H, m), 
3.49-3.67 (3H, m), 4.22 (IH, d, J = 7 Hz), 4.38 &; 
4.65 (-g^t^^T 2H,*iX^iX d, J = 15 Hz), 6.80-7. 
35 (lOH, m) 
[0 14 21 

[^J 8 8 ] 2, A-J^y i^/U -4-^/V ^ f^/U 

(45) tmmKLxmmit^^irmto 

IR cm : 1715, 1630 
MS m/z : 309 (M ) 

^H NMR (CDCI3) 6 ppm : 2.62 &; 2.86 (-g^t>iirT 3H, ^ 
n^tt s), 1.80-3.15 (6H, m), 4.22 (IH, s), 4.38 &; 

4.65 {^t>tX 2H,^tl^n d, J = 15 Hz), 6. 80-7. 
35 (lOH, m), 9.68 &; 9.81 (^fc-frT IH, -ttt^ix s) 

[0 14 3] 

[0tj 8 9 1 N-^Vv^/U -N-;>^^/V-2-(2-':^:7^/Up<^ 
v^-Y y :/a fcVVT ^ (1. 0 ml) THF^?K (22 ml) 

-78t:-e n- :f^/i^])^i;M. (4.5 mi) ^i^o< ^mT 
-z-{2-^y^/v) -fxiyfiri^rx K (2.0 g)o thf^?^ 

(20 ml)&t^o< »9?gTU 305>Mai^bfc«. Ty/W 
K (685 mDStJBTU -70 t^TlWpPfl. 

TKi-fclt^ g^®^:n^/V (200 mix 2) TfttbUfco 

J6«lUfc^. ^y^)^V)\^^xi^V^yy^- ir-^^y 

=2:1) -CJltigL. mm^C^m (1.81 g) 

IR (CHCI3) cm : 1630 
MS m/z : 343 (M * ) 

^HNMR (CDCI3) 6 ppm : 2.23-2.65 (2H, m), 2.59 &; 
2.82 (^fc>ii:T 3H, ^tl^tt s), 2.85-3.24 (3H, m), 

4.11 &; 4.25 i^t^^X IH, ^ jx^n d, J = 16Hz), 
4.29 &; 4.70 (-^to^T IH, ^Jx^tt d, J = 15 Hz), 
5.11-5.18 (2H, m), 5.66-5.91 (IH, m), 6.62-7.85 (1 
2H, m) 

[0 14 4] 

[«?!I90] N-O^i^/V X }V -N-^ ^/W2- (2--^ 

* (3.3 ml) 1,4- (9.8 ml) (Dm^^ 

m^m (89) o^k^i^(o.i ^immm'cis'y^^^ J^<D 
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THF^m {7Aul, 1 g/lOml) ^SifC^P^ 5 5>P«m# 

Lfco :i<oRftm^mBiymmy-v (i.35g) ^ip^ 

305>Wft#tfc^. Tk^M^X^^hmm^'f'^l^ (100 ml 
X2) TtttilL/Co *«g^^?P:t^7KT*gfei^LT. ^ 

Sr«E««bfc«. iyV:^^/u^ti^hifyy>(- (n- 
-^^i^>'-g^i&:^^/^ =1:1) -CJWSIU. WMit^^ 
(80 ing)^fflJKi^Ki:LT#fc:o 
IR (CHCI3) cm : 1720, 1630 
MS m/z : 345 (M * ) 

NMR (CDCI3) 6 ppm : 2.75 &; 2.88 ('^t>'^X 3H, 
s), 2.51-2.90 (2H, m), 3.02-3.31 (2H, m), 
3.42-3.79 (IH, m). 4.40 &; 4.45 &; 4.58 &; 4.63 (-g^to 
-^T 2H,^tt^tt s), 6.88-7.84 (12H, m), 9.68 &; 9. 
76 {^t>^X lH,^:H^tt s) 
[0 14 5] 

[^9 1] N-^>-i^/V -N-;?<^/W2-(2-'^>^^/V^:t) 

2-^y^;v^7t—/i^ (1.0 g)<D THF^JK (20 ml){C -70 
t:T-;j^7y!>A (if;^ hy ^^/vv-y/v) K (13.7 m 

1. 0.5lAV/V:x.y^m) ^i^o<9STU 305>F^!&Si 
K (1.59 g) CO "fflFg^ (20 ml)SrJ^o< t)jaTL 
:=^!>i^*{C$>J^, g^g^:n^/V (200 ml X 2) "CaWL 

{n-^^^'y-mm=^^^^ = 2:1) xmmu n^titc 
<^ (1.47 g) ^&^m^ti.xmco 

m. p. 85 X: 

IR (KBr) cm : 1646 
MS m/z : 321 (M * ) 

NMR (CDCI3) 6 ppm : 2.93 &; 2.96 (-g^i9*T 3H, 
Jx^tt s). 3.85 &; 3.87 (-g^Jp-^T 2H,^tl^tl s). 
4.55 &; 4.57 (-^fc-^-T 2H, -ttt^tl s), 7.11-7.91 (1 
2H, m) 
[0 14 6] 

t^j9 2] N-'<>-v^/V-4-(l, 3-^:t^ V 9 :x -2->f /U)- 
N-p<^/V-2-(2-'^y^/V^:t) zr^-yr% K 
«^ (78) t|^«{c:tTSS^k^^?r#fco 
IR (CHCI3) cm : 1645 
MS m/z : 421 (M ) 

NMR (CDCI3) h ppm : 1.59-2.32 (4H, m), 2.88 &; 
2.95 (-g-^P^T 3H,^:tL^tl s), 3.71-3.93 (4H, m), 

4.03-4.24 (IH, m), 4.30-4.69 (2H, m), 4.70-4.91 
(IH, m), 7.07-7.95 (12H, m) 

[0 14 7] 

[^J 9 3 1 N-<>-i//V -4-^1^/1^ -N-;^^yW2-(2-'^ 



m (84) twm^\^xmmi\:.'^m^m±o 

IR (CHCI3) cm : 1724, 1645 
MS m/z : 377 (M * ) 

'H NMR (CDCI3) 6 ppm : 2.05-2.85 (4H, m), 2. 92 &; 
3.01 (-^fc^T s), 4.01 &; 4.18 {^t> 

m^^fl^fh t, J = 8 Hz), 4.35 &; 4.41 &; 4.45 
&; 4.70 &; 4.71 &; 4.76 {^t^'^X 2H, ^rix^n s), 7.0 
5-7.97 (12H, m), 9.60 &; 9.75 {^t^'^X IH, ^ix^il 
s) 

[0 14 8] 

[^J 9 4 ] 2-(3,4- v^j^nP:7 3i:r:/V)-5-b: Kp^->^ 

MUF (4. 4 ml) {313, 4-i;^:?^ n n 7 3: ri/Vft^pJ f-/^ (0. 22 
g) ^mm\^. Ng^^KT. TkfttCT. 1.0 M NaN(TMS)2/ 
THF (1.1 ml)^^JP;?Lfc^. l-':/n^ -3-x h^b KHb** 
9:=^y^:^=3rV7'p^^*>' (0.27 g) SrJux.. ^ia-ea^M 
ft^^LfCo m^^i: 0.1 N«i&*lcaAL. fti^:!^^/^ 

T^amtfco m\m^i^. ta^fiw*. fiafd:ft«7KT*j5fe 

»fiiffijK^^#fco / (3. 6 

ml) iC^^t. ^a{;iT 4N HCl/■^5^d^^1^^^ (0.3 ml) 

Vifyy-(-^m\^xnm:\^. 'yi^n^^^^-mk^ 

(0. 25 g. ItX^ 88.4 %)^^lfco 
MS m/z : 276 (M ; CI = 35 t UT) 
^HNMR (CDCl3)6 ppm : 1.39-1.60 (5H, m), 1.77-1.9 
0 (IH, m), 2.04-2.22 (IH, m), 3.52-3.57 (IH. m), 
3.68 (3H, s), 7.15 (IH, dd, J = 2.8 Hz), 7.39(1H, 
d, J = 8 Hz), 7.41 (IH, d, J = 2 Hz) 
[0 14 9] 

[«?!|9 5] 2- (3, 4- ^J^nnyzxL -4-:t:/W ^ ;Vzfdf 

(2.0 ml) (Chy7;^-;^yv (0.10 g) 
Sr^j^L. NgMJET. -50 °C\cx^ i^:^^ji^y^;v:^s^i/ 
K(0. 15 ml) Xt^i^^ n n 7« y (4. 8 ml) JC^<^Ufc0!l 
(94) <DT/W^-/Wf*: (0.24 g) ^«TU IO^Fb^^^* 
Lfc#{C, i>>^nny ^:x(1.7 ml){c:^^Lychy^^ 
;^T^:x(o.34 ml) SrJSTU ^ia-ClNPFfla^Ufco 

^IK^e^LfCo SJS^i/y:5&^/i-^i:i-T h>/^:7.f- 

mmfii>^m^h. mi(owm\t'^m (0.20 g. nx^ 

81.4 %)S:#yto 

MS m/z : 274 (M *^ ; CI = 35 t LT) 

^HNMR (CDCla)^ ppm : 2.00-2.13 (IH, m), 2.29-2.4 
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7 (3H, m). 3.58 (IH, t. J = 7 Hz), 3.68 (3H, s), 
7.12 (IH. dd, J = 2.8 Hz), 7.39 (IH, d, J = 2Hz), 
7.42 (IH, d, J = 8 Hz). 9.74 (IH, s) 
[0 15 0] 

l^^J 9 6 ] 5-(4- r±hT^h* -A-yzxL=:^/l^\i'^]) V'y 
-W/V)-2-(3,4- ^^i;uxiy:tu:=^;V) 
fV 

(70 (95) OT/l-xt Kf*: (3.46 

g) <Sr^»b. Ng^JKT. TK^&tcT. y'J^J>.^/T Jifs 
n t K'; K(1.57 g)SU5 4- T*t: hT^ K -4-73i:=iyV 
t'-<y i;^>'«^:^ (3.36 g) «riPx.. ^JatTlBtPflffi 

(4:l:l)"Cmtti$*t55>H:«i^?>. 
Anal. : Calcd C, 54. 25 ; H. 

Found C, 54.08 ; H, 

IR (KBr) cm : 3390, 3290, 1730. 1660 
[0 15 2] 

81 5- (4- r^YT^Y -4-:73:n>ru)-2-(3,4- 

y^j y - 1/2 tK^^ 

DMF (0.48 ml) (97) (D-Th]) ^J^& (0.24 g) S: 

^SU v?i5^nn^i5^>' (4.8ml) ^^Dx.. ^fi.lCTb 
Vu^i^^y:/hVr:/-/i^ (0.074 g) XT/!? j^—^'- 
y/WT' K*/V/Kv^-r ^ K:teffi^:a (WSC, 0.096 g) §riPx. 
fc^. 1.2.3.4-7^ h^fc Kn^ydj^y y y (0.07 ml)5: 
Anal. : Calcd C, 62. 03 ; H, 
Found C, 62.09 ; H, 
IR (KBr) cm : 3430, 3260, 1640 

NMR (CDCI3) 6 ppm : 1.35-2.38 (14H, m), 2.00 (3 
H, s), 2.76-2.84 (2H,m), 3.53-3.91 (3H, m), 4.39- 
4.74 (2H, m). 5.53 (IH. bs), 7.07-7.42 (12H,m) 
[0 15 3] 

im9 9] 5-(4- T±hr^ K -A-yznz^/Uh^^Ui^y 
-1-4 /V) -2- (3, 4- i^^uuyzn -N, N-v^y ^/U^ 

y^>r^ mmm,* 2:^m^ 

^^^Xixi^^y (9.6 ml) ClM (97) (7)-^ h y ^^A^ 
(0.48 g) SrWU. S^&lrTfc Kn^>y-<>>ybyT 
y-yv (0.15 g) my^^it—^—V?v^Yi^)Vif-^y>{% 
Anal. : Calcd C, 54.55 ; H, 
Found C, 54.97 ; H, 
IR (KBr) cm : 3420, 3280, 1670, 1640 

NMR (CDCl3)6 ppm : 1.24-1.83 (4H, m), 1.97-2.3 
9 (8H, m), 2.02 (3H, s), 2.76-2.79 (2H, m), 2.94 
(3H, s), 2.96 (3H, s), 3.70 (IH, t, J = 7 Hz), 5.4 
9 (IH, bs), 7.13-7.45 (8H, m) 

m (98) m (100) -(108) 



CO^Sib-g^^ (3.81 g. iR* 63.8 %)?:#/Co 
MS m/z : 476 (M * ; CI = 35) 

NMR (CDCI3) 6 ppm : 1.44-2.44 (12H, m), 2.02 (3 
H, s), 2.75-2.78 (2H,m), 3.53 (IH, t, J = 7 Hz), 
3.67 (3H, s), 5.48 (IH, bs), 7.13-7.52 (8H,m) 
[0 15 1] 

[^J 9 7 ] 5-(4- T-fe hT^ K -4-:7 3in/Vb'^^y ^J^l/ 
-W/i^)-2-(3,4- i/^ppyjin/u) ^l/^^yWcfY 
y ' 2.5 i^Wk 

(40 ml){C^?i| (96) (0:xL7s'r/\^ (3.81 g) 

mmu IN imw:.^ v y ^j^imm^^A mi) 

igfaife (3.95 g. urn 93.3 %)?:#fc. 

m.p. 161-163*C 

MS m/z : 485 (M+1 ; CI = 35) 

6.08 ; N, 5.28 ; CI, 13.36 ; Na. 4.33 
5.65 ; N, 4.98 ; CI. 12.78 ; Na. 4.37 

iuK^emmmMLfco RftM^mm^^'^Mc^^L. o. 

«^i/y:*>>^/^^^•7^^7y-^-4rfflv^T)f»S^U 
^;^;/^i^-Bf^a:^/V— a:^y— /V (4: 1: 1) T^^W $ 
^^mi^m^ (0.036 g)^Mx.. :xL^ ;-)V-4yzf^ 
tf/V3I^x/Vi^:fflv^TS^fB$:^TV^«®ft'a^fe (0.19 
g. IR^ 62.1 %)«:»yS:o 
m.p. 212-213t: 

MS m/z : 577 (M * ; y y -{4^. CI = 35) 
5.96 ; N, 6.20 ; CI, 10.46 
5.76 ; N. 6.34 ; CI. 10.48 

YWm. (0.21 g) ^MTLfz^. ^J^:^^)vr%yWm. 
(0.25 g) SU^hy:3i^/^T^y (0.42 ml)Sr*Px.. ^ 

U ^^Sr@*Lfc. Sffi^^>y;^7^/ki5^P'vh>5^7^ 

y-/W (2:l:l)-e^ta$4x5^H(C#®^ (0.045 g)^AP 

^^TV^S®^ti^fe (0.25 g. JR^ 44.4 %) Sr#fco 
m.p. 221-222t: 

MS m/z : 489 (M * ; y y CI = 35) 
6.37 ; N. 6.81 ; CI, 11.50 
6.15 ; N, 6.81 ; CI. 11.59 

[0 15 41 

[««| 1 0 0 1 5-(4- Ti? K -4-y y 

y -W/l^)^,N->:>^>^S^/W2-(3.4-::^^PPy3ir: 

m.p. 193-.194t: 
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MS m/z : m OA^ ;.yV CI = 35) 

Anal.: Calcd C, 65.57 ; H, 5.92 ; K, 5.74 

IR (KBr) c:n^!^32k^^ ' ^' ^'^^ ' ^'^^ 
'H NMR (CDCl3)6 ppm : 1.26-1.80 (4H, m), 1.98-2.3 
6 (8H, m), 2.01 (3H, s). 2.69-2.73 (2H, m), 3.68 
(IH, t. J = 7 Hz), 4.28 (IH, d, J = 7 Hz). 4.32 (1 
H. d, J = 15 Hz). 4.48 (IH, d, J = 7 Hz), 4.95 (1 
Anal. : Calcd C, 57. 88 ; H, 
Found C, 57.49 ; H, 
IR (KBr) cm : 3440, 3350, 1640 
^HNMR (CDCyS ppm : 1.25-1.79 (4H, m), 1.99 (3 
H, s), 2.04-2.38 (8H, m), 2.73-2.77 (2H, m), 3.30- 
3.69 (9H, m), 5.54 (IH, bs), 7.09-7.40 (8H, m) - 
[0 15 6] 

Anal. : Calcd C, 69. 69 ; H, 
Found C, 69.80 ; H, 

IR (KBr) cm : 3300, 1650 

^H NMR (CDCla)^ ppm : 1.41-1.82 (4H, m), 2.00 (3 
H, s), 2.06-2.38 (8H, m), 2.72-2.76 (2H, m), 3.37 
(IH, t, J = 7 Hz), 5.49 (IH, bs), 6.14 (IH, bs), 
6.19 (IH, d, J = 7 Hz), 7.00-7.03 (2H, m), 7.14-7. 
41 (16H, m) 

Anal. : Calcd C, 63. 75 ; H, 
Found C, 63.68 ; H, 
IR (KBr) cm : 3300, 1660, 1640 
^HNMR (CDCla)^ ppm : 1.30 (9H, m), 1.48-1.70 (4 
H, m), 2.02 (3H, s), 2.14-2.41 (8H, m), 2.76-2.80 
(2H, m), 3.14 (IH, t, J = 7 Hz), 5.28 (IH, bs), 5. 
49 (IH, bs), 7.16-7.41 (8H, m) 
[0 15 8] 

Anal. : Calcd C, 65. 09 ; H. 

Found C, 65.36 ; H, 

IR (KBr) cm : 3300, 1650 

^H NMR (CDClg)^ ppm : 0.97-1.81 (14H, m), 2.02 (3 

H, s), 2.10-2.42 (8H,m), 2.77-2.80 (2H, m), 3.21 
(IH, t, J = 7 Hz). 3.68-3.78 (IH, m), 5.34 (IH. b 
s), 5.48 (IH, bs), 7.15-7.42 (8H, m) 
[0 15 9] 

Anal. : Calcd C, 64.97 ; H, 
Found C, 65.41 ; H, 

IR (KBr) cm : 3300, 1650 

^H NMR (CDCla) ^ ppm : 1.37-1.75 (4H, m), 2.01 (3 
H, s), 2.08-2.37 (8H, m), 2.69-2.73 (2H. m), 3.26 
(IH, t, J = 7 Hz), 3.74 (3H, s), 4.36-4.38 (2H, 
m), 5.48 (IH, bs), 6. 00 (IH, bs), 6. 81-6. 91 (2H, 
m), 7.11-7.39 (10H,m) 

Anal. : Calcd C, 71.02 ; H, 
Found C, 70.76 ; H, 

IR (KBr) cm : 3300, 1650 



H, d, J = 15 Hz), 5. 48 (IH, bs), 7.05-7.48 (18H, m) 
[0 15 5] 

[^J 1 0 1 ] 4-(5-(4-Tir HT? K -4-7 3i:r:/Wb'^^y 
m.p. 181-182t: 

MS m/z : 531 (M * ; :7 y —ft:, CI = 35) 

5.99 ; N, 6.74 ; CI, 11.39 
6.28 ; N, 6.69 ; CI, 11.20 

[mi0 2] 5- (4- Tir bT$ K -i-y j:? ' 

> -W/T^)-2-(3,4- v^^PP:7 3i:^yW)-N-i?:73i::i/P 
;^^/U^'^^yT^ K - 1/2 Tkftfe; 

m.p. 192-i93t: 
MS m/z : 627 (M * ; CI = 35) 
6.32 ; N, 6.59 ; CI, 11.12 

6.25 ; N, 6.60 ; CI, 11.53 
[0 1 5 71 

imiOS] 5-(4- r±hr^ K -4-73::=i/Wlf'^!J 
-W/V)-2- (i;^^PP73::=:/V)-N-t-:/^/W^y^ 
^ K ■ 1/2 Tk^m 
m.p. 176-17rC 

MS m/z : 517 (M * ; CI = 35) 

7.26 ; N, 7.96 ; CI. 13.44 
7.65 ; N, 7.94 ; CI, 13.65 

mi 0 4] 5- (4- T±hT^h* -4-:7ji:=:yWtf^y 

> -W/V)-N->^P^^->7W2-(3,4-i;^j^PP73i^ 
/V) -<>^ ^^T ^ K ' 1/2 Tkftfe 

m.p. 181-182t; 

MS m/z : 543 (M ; CI = 35) 

7.28 ; N, 7.59 ; CI, 12.81 
7.31 ; N, 7.61 ; CI, 13.18 

1 0 5 ] 5- (4- r±YT^Y -A-y a:.zz,;V}^^\} 

> -W/V)-2-(3,4- S^j^PP73::=^/W)-N-(2- 7^ 

j/^yy^/W -o^i^r^ 1/2 tKIp^ 

m.p. 92 X:-^ (foam) 

MS m/z : 581 (M ; CI = 35) 

6.47 ; N, 7.10 ; CI, 11.99 
6.58 ; N, 7.04 ; CI. 11.79 

[0 16 01 

[«S| 1 0 6 1 5-(4- T± VT^ K -4-:7a::=.yWb^^y j/ 
-W/W)-2- (v^:^ PP:73in/l/)-N-(l,2- -^^ji::! 

m.p. 196-198t: 

MS m/z : 641 (M * ; CI = 35) 
6.43 ; N, 6.54 ; CI. 11.03 

6.48 ; N, 6.46 ; CI, 11.33 

^HNMR (CDCl3)6 ppm : 1.34-1.73 (4H, m), 2.00 &; 
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2.01 (-g-iPii-T 3H,-?:tl-?tt s), 2.05-2.42 (8H, m), 
2.69-2.74 (2H, m), 2.89-3.14 (2H, m), 3.20-3.27 

(IH, m), 5.20-5.25 (IH, m), 5.47 (IH, d, J = 5H 

z), 5.76 (IH, bs), 6.85-7.40 (18H, m) 
[0 16 11 

Anal. : Calcd C, 57.57 ; H, 
Found C, 58.38 ; H, 

IR (KBr) cm : 3300, 1650 

^HNMR (CDCI3) 5 ppm : 1.39-1.82 (4H, m), 2.00 (3 
H, s), 2.07-2.40 (8H, m). 2.72-2.75 (2H, nO, 3.42 
(IH, d, J = 7 Hz). 4.40 (IH, d. J = 6 Hz), 4.41 (1 
/2H, d, J = 6 Hz), 4.50 (1/2H, d, J = 6 Hz), 5.49 
(IH, bs), 6.31 &;6.32 (-g^to-frT m,itl^tl bs), 7. 
12-7.43 (8H, m), 7.60 (2H, s), 7.76 (IH, s) 
[0 16 2] 

[^J 1 0 8 1 5-(4- r± VT^ K -4-:7zn:r/vl::''^Tjo> 
>^ -1-^ /U) -N- (2- T :^^/V) -2- (3, 4- i^^uuy 
j::=^yl^) ^y^f^T^ K 
m.p. 197-199t: 



[fiaj 1 0 7 1 5-(4- Tir hTi K -A-y :xL=i/U}:f^]} 
> -W/W-2-(3,4- i^j^PP73i=^yl^)-N-(3,5- \f7s 

m.p. 86 (foam) 
MS m/z : 687 (M ; CI = 35) 
4.83 ; N, 6.10 ; CI. 10.30 
5.59 ; N. 6.10 ; CI. 10.12 

MS m/z : 595 (M ; CI = 35) 

Anal.: Calcd C, 68.45 ; 7.26 ; N, 7.04 
IR (KBr) co.P<^33&,%fl5 ' ^.35 ; N. 6.93 

^H NMR (CDCyS ppm : 1.41-1.90 (18H, m), 2.01 (3 
H, s), 2.05-2.42 (8H,m), 2.76-2.80 (2H, m), 3.29 
(IH, d, J = 7 Hz), 4.00 (IH, d, J = 8 Hz). 5.49 (1 
H, bs). 5.72 (IH, d. J = 8 Hz). 7.17-7.45 (8H. m) 

[0 16 3] 
[fbl3l 
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